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PREFACE TO FOURTH EDITION. 


THE present revision has been carried out after a thorough search 
of the literature. A large amount of new material has been added or 
substituted for that in previous editions and the size of the book 
increased by go pages. While a somewhat different arrangement 
of the chapters may seem more logical, it was decided to retain the old 
order to which those who have hitherto used the book have become 
accustomed. The lists of references at the end of the chapters, which 
never aspired to be complete bibliographies, have been dropped and more 
attention has been given to footnote references. 

The reviser is indebted for criticisms and notes to many friends, 
especially the following: Prof. E. H. Farrington, Prof. E. S. Guthrie, 
and Dr. L. L. Van Slyke (dairy products), Prof. H. S. Grindley (meat), 
Mr. F. C. Atkinson, Mr. Carl S. Miner, and Prof. Harry Snyder (cereal 
products), Mr. M. C. Albrech, Mr. F. M. Boyles, and Mr. A. E. Paul 
(spices), Mr. H. S. Bailey, Prof. E. F. Ladd, and Dr. David Wesson 
(oils), Dr. C. S. Browne, Mr. A. Hugh Bryan, Dr. W. D. Horne, and 
Mr. W. E. Rice (sugar), Mr. H. M. Loomis and Mr. W. E. Mathewson 
(colors), and Dr. A. R. Albright (flavoring extracts). 

A special feature is a final chapter by Prof. Gerald L. Wendt, on 
the determination of acidity by the hydrogen electrode, a method which 
seems destined to play an important part in food analysis. 

So far as possible original papers have been consulted, but whenever 
this was not possible owing to the war or other conditions the abstracts 
in the Experiment Station Record and Chemical Abstracts have proved 


invaluable. 


A. L. W. 


Witton Conn., January, 1920. 


PREFACE TO FIRST EDITION. 


In the preparation of the present work, the requirements of the public 
analyst are mainly kept in view, as well as of such officials as naturally 
cooperate with him in carrying out the provisions of the laws dealing 
with the suppression of food adulteration in states and municipalities. 
To this end special prominence is given to the nature and extent of adul- 
teration in the various foods, to methods of analysis for the detection of 
adulterants, and to some extent also to the machinery of inspection. 

While the analyst may not in all cases have directly to deal with the 
minutie of food inspection, his work is so closely allied therewith that 
this branch of the subject is of vital interest and importance to him. 
Indeed, in many smaller cities one official often has charge of the entire 
work, combining the duties of both inspector and analyst. 

Endeavor has been made, furthermore, to deal with the general com- 
position of foods, and to give such analytical processes as are likely to 
be needed by the sanitary chemist, or by the student who wishes to 
determine the proximate components of food materials. 

It has been thought best to include brief synopses of .processes of 
manufacture or preparation of certain foods and food materials, in cases 
where impurities might be suggested incidental to their preparation. 

In view of the fact that Massachusetts was the pioneer state to adopt, 
over twenty years ago, a practical system of food and drug inspection, 
and for many years was the only state to enjoy such a system, no apology 
is perhaps needed for more frequent mention of Massachusetts methods 
and customs than those of many other states, in which the food laws 
are now being enforced with equal zeal and efficiency. 

Considerable attention has been paid in the following pages to the 
use of the microscope in food analysis. Of the figures in the text illus- 
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trating the microscopical structure of powdered tea, coffee, cocoa, and 
the spices, fifteen have been reproduced from the admirable drawings 
of Dr. Josef Moeller, of the University of Graz, Austria. Acknowledg- 
ment is gratefully given Dr. Moeller for his kind consent to their use. 

The photomicrographs in half-tone, forming the set of plates at the 
end of the volume, were all made in the author’s laboratory, and may 
be divided into three classes: 1st, illustrations of powdered pure foods 
and food products, as well as of powdered adulterants; 2d, types of 
adulterated foods, chosen from samples collected from time to time in 
the routine course of inspection; and 3d, photographs of permanently 
mounted sections of foods and adulterants. 

While recent works covering the whole field of general food analysis 
are comparatively few, the number. of treatises, monographs, government 
bulletins, and articles scattered through the journals, dealing with special 
subjects relative to food and its inspection, is surprisingly large, and from 
a painstaking review of these much information has been culled, for which 
it has been the author’s intention at all times to give credit. 

Special mention should here be made of the valuable publications of 
the U. S. Department of Agriculture, both the bulletins issued from 
Washington, and those from the various experiment stations, an ever- 
increasing number of which are becoming engaged in human food: 
work. The author has freely drawn from these sources, and especially 
from the data and material furnished by his coworkers in the recent 
and still pending labor of preparing food methods for the Association of 
Official Agricultural Chemists, and he wishes to extend his thanks to 
all of them for their assistance. Appreciation is also expressed for the 
care and discrimination shown by Mr. L. L. Poates in the preparation of 
the cuts. Thanks are especially due to Mr. Hermann C. Lythgoe, 
Assistant Analyst of the Massachusetts State Board of Health, for his 
invaluable cooperation, and to Dr. Thomas M. Drown for helpful hints 
and suggestions. 


Boston, Mass., July 1, 1904 
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FOOD INSPECTION AND ANALYSIS. 


CHAPTER I. 
FOOD ANALYSIS AND OFFICIAL CONTROL. 


INTRODUCTORY. 


THE general subject of food analysis, in so far as the public health is 
concerned, is to be considered from two somewhat different standpoints: 
first, from the outlook of the government, state, or municipal analyst, whose 
mission it is to ascertain whether or not the food may properly be con- 
sidered pure or free from adulteration; and second, from the point of view 
of the food economist, whose aim is to determine its actual composition 
and nutritive value. The one protects against fraud and injury, the 
other furnishes data for the arrangement of dietaries and for an intelligent 
conception of the réle which the various nutrients play in the metabolism 
of matter and energy in the body. The two fields are as a rule distinct each 
from the other, often involving, in the examination of the food, different 
methods of procedure. 

Official Control of Food.—In view of the importance of the consideration 
of food with reference to its purity, an ever-increasing number of states 
have realized the necessity of protecting their citizens from the unscrupu- 
lous manufacturers who in various lines are seeking to produce cheaper 
or inferior articles of food in close imitation of pure goods. Many of 
the states have laws in accordance with which the sale of such impure 
or adulterated foods is made a criminal offense, and some, but not all 
of these, are provided with public analysts and other officers to enforce 
these laws and punish the offenders:- Numerous communities -are awake 
to the importance of municipal control of such commonly used articles 
of food as milk, butter, and vinegar, and in many cases have machinery 
of their own for regulating the sale of these foods. 
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Since January 1, 1907, the federal government has been actively en- 
gaged in the enforcement of the national food law of June 30, 1906, through 
the Bureau of Chemistry of the U. S. Department of Agriculture. In 
addition to the central laboratories of this Bureau at Washington, a num- 
ber of branch laboratories have bzen established in the ‘principal cities of 
the United States to enforce the provisions of the national law which regu- 
lates interstate commerce in foods, as well as their manufacture and sale 
in the territories and the District of Columbia, and their importation from 
foreign countries. 

Food Analysis from the Dietetic Standpoint.—The study of the prin- 
ciples of dietetics has been given increased attention during the last decade 
in the curricula of many of the technical schools and colleges. Much 
has been accomplished by certain of the state experiment stations working 
as a rule in connection with the United States Department of Agriculture 
along this line. Investigations of this character are especially valuable, 
and are indeed rendered necessary by the general tendency of the modern 
physician to regard the hygienic treatment of disease, especially with 
reference to the matter of diet, as often of far greater importance than 
the mere administering of drugs. 

The food economist studies the varying conditions of age, sex, occupa- 
tion, environment, and health among his fellow men, with a view to show- 
ing what foods are best adapted to supply the special requirements of 
various classes. The quantity and proportion of protein, fat and carbo- 
hydrates, or of fuel value best suited for the daily consumption of a given 
class or individual having been determined, dietaries are made up from 
various food materials to supply the néed with reference as far as possible 
to the taste and means of the consumer. 

Experiments are made on families, clubs, or individuals, representing 
various typical conditions of life, and extending over a given period, dur- 
ing which records are kept of the available food materials on hand and 
received during the term of the experiment, as well as of those remaining 
at the end. In the case of individuals, additional records may be kept 
of the amount and composition of the urine and feces. From such data 
the physiological chemist calculates the amount of nutrients utilized, 
and studies the metabolism of material in the human body. 

Up to this point no very extensive apparatus is required, but if in 
addition the income and outgo of heat and energy are to be studied, which 
are important to a complete investigation of the economy of food in the 

body, the student will require a respiration calorimeter and its appurte- 


FOOD ANALYSIS AND OFFICIAL CONTROL. 3 


nances. The calorimeter is so constructed that an individual may be 
confined therein for a term of days under close observation and with 
carefully regulated conditions. Such an equipment involves a large 
expenditure and is to be found in but few laboratories. 

It is not the purpose of the present work to go beyond the strictly 
chemical or physical processes involved in making the analyses by which 
the proximate components of the foods are determined. For more com- 
plete information in the field of dietary studies and the metabolism of 
matter and energy in the body, the student is referred especially to the 
investigations of Atwater and his co-workers, as published in the annual 
reports of the Storrs Experiment Station at Middletown and in the bulle- 
tins of the U. S. Department of Agriculture, Office of Experiment Stations, 
also to studies conducted by Benedict of the Carnegie Institution. 

Commercial Food Analysis.—The proper preparation of food products 
has long ceased to be carried on by the hap-hazard rule-of-thumb methods 
that formerly prevailed. Now in the manufacture of many prepared foods 
and condiments, especially on a large scale, it has become a necessity to 
use scientific processes, rendered possible only by the employment of 
skilled chemists. In fact it is coming to be more and more common for 
food manufacturers to establish chemical laboratories in connection with 
their works, in the interests both of economy and of improved production. 

Frequently disputed points arise in the enforcement of the food laws 
that render the services of the private food analyst of great importance 
both to manufacturer and dealer. Thus a wide field is open to the analyst 
of foods outside the domain of the government or state laboratory, either 
in connection with the large food manufacturing plants directly, or in 
private laboratories for experimental research, or for analytical control 
work. 


SYSTEMATIC FOOD INSPECTION. 


Functions of the Official Analyst.—The public analyst is employed by 
city, state, or government to pass judgment on various articles of food 
taken from the open market by purchase or seizure, either by himself or 
by duly authorized collectors employed for the purpose. The sole object 
of his examination is to ascertain whether or not such articles of food con- 
form to certain standards of purity fixed in some cases by special law, and 
in others by common usage or acceptance. Such a public analyst need not 
concern himself with the dietetic value of the food or whether it is of high 
or low grade. It is for him to determine simply whether it is genuine or 
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adulterated within the meaning of the law, and, if adulterated, how and 
to what extent. Aside from his skill as a chemist, it is often necessary for 
him to possess other no less important qualifications, chief among which 
are his ability to testify clearly and concisely in the courts, and to meet at 
any time the most rigid kind of cross-examination, it being of the utmost 
importance that he understand thoroughly the nature of evidence. 

Standards of Purity for Food Products.*—Under an act of Congress 
approved March 3, 1903, standards of purity for certain articles of food 
have been established as official standards for the United States by the 
Secretary of Agriculture. The earlier of these standards were formulated 
under the Secretary’s direction by a committee of the Association of Official 
Agricultural Chemists. Later, however, a joint committee of that asso- 
ciation and of the association composed of state and national food officials 
has had charge of this work and still later a joint committee of these organ- 
izations and the Bureau of Chemistry. Standards have been adopted, 
covering the entire range of food products. 

Nature of the Analytical Methods Employed.—Since erie only a 
small number of the samples submitted are adulterated, the analyst should, 
as quickly as possible, separate the pure from the impure, so as to con- 
centrate his attention on the latter. The nature of the processes by 
which this is done varies with the foods. Experience soon enables one 
to judge much by even the characteristics of taste, appearance, and odor, 
though such superficial indications should be used with discretion. One 
or two simple chemical or physical tests may often suffice to establish 
beyond a doubt the purity of the sample, after which no further atten- 
tion need be paid to it. 

A sample failing to conform to the tests of a genuine food must be 
carefully examined in detail for impurities or adulterants. While in 
most cases usage or experience suggests the forms of adulteration peculiar 
to various foods, the analyst should be on the alert to meet new conditions 
constantly arising. His methods are largely qualitative, since technically 
he need only show in most cases the mere presence of a forbidden in- 
gredient, though for the analyst’s own satisfaction he had best deter- 
mine the amount, at least approximately. ‘ 

In reporting approximate quantitative results in court, especially 
when they are calculated from assumed or variable factors, or when they 
are the result of judgment based on the appearance of the food under 
a 

*U.S. Dept. of Agric., Off. of Sec., Circ. 19. 
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the microscope, the analyst should always be conservative in his figures 
by expressing the lowest or minimum amount of the adulterant, so as 
to give the defendant the benefit of any doubt. When exact standards 
are fixed by law, as in the case of total solids or fat in milk, for example, 
there is of course great necessity for preciseness in quantitative work. 

A full analysis of an adulterated food beyond establishing the nature 
and amount of the adulteration is entirely unnecessary, and in most 
instances adds nothing to the strength of a contested case, as twenty 
years’ experience in the enforcement of the food laws in Massachusetts 
has shown. 

The responsibility resting upon the analyst is not to be lightly con- 
sidered, when it is realized that his judgment and findings constitute the 
basis on which court complaints are made, and the payment of a fine 
or even the imprisonment of the defendant may be the result of his report. 
Therefore he should be sure of his ground, knowing that his results are 
open to question by the defendant. Where court procedure is apt to be 
involved, a safe rule is for the analyst to consider himself the hardest 
person to convince that his tests are unquestionable, making every possible 
confirmatory test to strengthen his position and consulting all available 
authorities before expressing his opinion; and finally, after being fully - 
convinced that a sample is adulterated, and having so alleged, let him 
adhere to his statements and not waver in spite of the most rigid cross- 
examination to which he may be subjected. 

While each state or municipality has its own peculiar code of regula- 
tions and restrictions concerning the duties of the analyst and other officials, 
these rules are in the main very similar. For instance, it is usually neces- 
sary, excepting in the case of such a perishable food as milk, for the analyst 
to reserve a portion of a sample before beginning the analysis, which 
sample, in the event of proving to be adulterated, shall be sealed, so that 
in case a complaint is made against the vendor, the sealed sample may, 
on application, be delivered to the defendant or his attorney. 

Adulteration of Food.—Except in special cases a food in general is 
_deemed to be adulterated if anything has been mixed with it to reduce 
or lower its quality or strength; or df anything inferior or cheaper has 
been substituted wholly or in part therefor; or if any valuable constituent 
has been abstracted wholly or in part from it; or if it consists wholly or 
in part of a diseased, decomposed, or putrid animal or vegetable sub- 
stance; or if by coloring, coating, or otherwise it is made to appear of 
greater value than it really is; or if it contains any added poisonous 
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ingredient. These provisions briefly expressed are typical of the general 
food laws adopted by most states and by the government, though the 
verbiage may differ. Laws covering compound foods and special foods 
vary widely with the locality. As to the character of adulteration, nine 
out of ten adulterated foods are so classed by reason of the addition of 
cheaper though harmless ingredients added for commercial profit, rather 
than by the addition of actually poisonous or injurious substances, though 
occasional instances of the latter are found. 

Authentic instances of actual danger to health from the presence of 
injurious ingredients are extremely rare, so that the question of food 
adulteration should logically be met largely on the ground of its fraudu- 
_lent character. Indeed the commoner forms of adulteration are restricted 
to a comparatively small number of food products, the most staple articles 
of our food supply, such as sugar and the cereals, eggs, fresh meat, fresh 
vegetables and fruit being less often subject to adulteration. 

Misbranding.—Under the federal food law and the laws of many of 
the states misbranding constitutes an offense as well as adulteration. By 
misbranding is rneant any untrue or deceptive statement or design on the 
label of a food package, either regarding the nature of the contents, or of 
the place of manufacture or name of manufacturer. One of the com- 
monest forms of misbranding consists in the incorrect statement of weight 
or measure. Extravagant and untrue claims as to nutritive value have 
hitherto constituted a frequent form of misbranding. 

A Typical System of Food Inspection.—The efficiency of a system of 
public food inspection is greatly enhanced if the business part of the 
work, including the bookkeeping and attending to the outside public, 
be done wholly through some person other than the analyst, as, for example, 
a health officer, to whom the collectors of samples and the analyst 
may report independently as to the results of their work, and whose 
duty it is to determine what shall be done in cases of adulteration. 
In this way the analyst knows nothing of the data of collection 
nor the name of the person from whom the sample was purchased, 
so that he can truthfully state in court that his analysis was un-{ 
biased. 

Suppose, for example, that three collectors are employed to purchase 
samples of food for analysis, their duties being to visit at irregular intervals 
different portions of a state or municipality. Each collector keeps a book 
in which he enters all data as to the. collection of the sample, includ- 
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Fic. 1.—Inspectors’ Lockers. Insuring safe legal delivery of samples collected by tares 
inspectors. Each locker has a door in the rear accessible, from an anteroom, to the in. 


spector holding key to that locker only. 
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Fic. 2.—Inspectors’ Lockers. Front View. The lockers are accessible to the analyst in the 


lahoratory by a single sliding-sash front, provided with a spring lock. 


sliding-racks are convenient for returning clean sample bottles. 


The removable 
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ing the name of the vendor, assigning a number to each sample, which 
number is the only distinguishing mark for the analyst. One collector 
may use for this purpose the odd numbers in succession from 1 to 9999, 
the second the even numbers from 2 to 10,000, while the third may use 
the numbers from 10,000 up. Each of the two former would begin with a 
lettered series, as, for instance, A, numbering his samples 1A, 3A, 5A, 7A, 
etc., or 2A, 4A, 6A, etc., till he reached 10,000, then beginning on series 
B and so on. If the analyst is to be kept in ignorance of the brand or 
manufacturer in the case of package goods, the collector must remove 
from the original package sufficient of the sample for the needs of the 
analyst, and deliver it to the latter in a plain package, bearing simply the 
name under which the article was sold and the number. Such precau- 
tions are, however, not always practicable and depend largely on local 
regulations. ‘The analyst reports the result of the analysis of each sample 
with the number thereof on a library card, with appropriate blanks both 
for data of analysis and for data of collection, the latter to be filled by 
the collector from his book after the analyst has handed in the card with 
the data of analysis. This system of recording and reporting analyses 
has been successfully used for years by the Department of Food and 
Drug Inspection of the Massachusetts State Board of Health. 

Legal Precautions.—The laboratory of the public analyst should 
preferably be provided with a locker for each collector, to which access 
may be had only by that collector and the analyst, so that in the absence 
of the latter, or when circumstances are such that the samples cannot be 
delivered to him personally, there may be such safeguards with respect 
to lock and key as to leave no question in the courts as to safe delivery 
and freedom from accidental tampering. With such a system it is un- 
necessary for the collector to place under seal the various samples sub- 
_mitted for analysis. Unless such lockers or their equivalent are employed, 
it is best to carefully seal all samples. 

Such a system of lockers for use with three collectors is shown in 
Figs. 1 and 2, The same careful attention should afterwards be given to 
keep the specimens in a secure place both before and during the process 
of analysis, and to label with care all precipitates, filtrates, and solutions 
having tc do with the samples, especially when several processes are 
being simultaneously conducted, in order that there may be no doubt 
whatever as to their identity. The importance of precautions of this 
kind in connection with court work can hardly be too strongly emphasized. 
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Practical Enforcement of the Food Law.—In the case of foods actually 
found adulterated, there are three practical methods of suppressing their 
further sale, viz., by publication, by notification, and by prosecution. ‘These 
may be separately employed or used in connection with each other, accord- 
ing to the powers conferred by law on the commission, board, or official 
having in charge the enforcement of the law, and according to the dis- 
cretion of such official. 

Publication.—Under the laws of some states, the only means of pro- 
tecting the people lies in publishing lists of adulterated foods with their 
brands and manufacturers’ names and addresses in periodical bulletins 
or reports. Sometimes it is considered best to publish for the informa- 
tion of the public lists of unadulterated brands ‘as well, and, again, it is 
held that only the offenders should thus be advertised. 

Such publication, by keeping the trade informed of the blacklisted 
brands and manufacturers, certainly has a decidedly beneficial effect 
in reducing adulteration, and involves less trouble and expense than 
any other method. It is obviously an advantage, however, in addition 
to this to be able in certain extreme cases to use more stringent methods 
when necessary. 

Notification and Prosecution.—The adulteration of food is best held 
in check in localities where under the law cases may be brought in court 
and are occasionally so brought. The mere power to prosecute is in 
itself a safeguard, even though that power is not frequently exercised. 
Under a conservative enforcement of the law, actual prosecution should 
be made as a last resort. Neither the number of court cases brought 
by a food commission nor the large ratio of court cases to samples found 
adulterated are criteria of its good work. Except in extreme cases, 
it is frequently found far more effective to notify a violator of the law, 
especially if it is a first offense, giving warning that subsequent infraction 
will be followed by prosecution. Such a notification frequently serves 
to stop all further trouble at once and with the minimum of expense. 
Instances are frequent in Massachusetts where, by such simple notifica- 
tion, widely distributed brands of adulterated foods have been immediately 
withdrawn from sale. 

Massachusetts was the first of all the states to enact pure-food iegisla- 
tion, and since the year 1883 has had a well-established system of. 
Inspection, prosecuting cases under its laws through the Food and Drug 
Department of the State Board ofHealth. Cases are brought in court 
with practically no expense for legal services. Complaints are entered by 
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the collector, or, as he is termed, inspector, who makes complaint not in 
his official capacity, but as a citizen who under the law has been sold a 
food found to be adulterated, and who is entitled to conduct his own 
case, which he does with the aid of the analyst and such other witnesses 
as he may see fit toemploy. Experience is readily acquired by the inspector 
in conducting such cases in the lower police or municipal courts, where 
they are first tried, and years ago the services of legal counsel in Massa- 
chusetts were dispensed with as superfluous. Where such a practice is 
in vogue an intelligent inspector must of course be chosen with reference 
to his ability to do this court work. The food laws are few and simple, 
as are also the court decisions rendered under them, so that it is no great 
task for the inspector to become much more familiar with them than the 
average general lawyer whom he meets in court and who not infrequently 
consults the inspector for information regarding these laws. 

Statistics in the annual reports. of the Massachusetts: Board show 
with what uniform success these trials have been conducted. While 
more often settled in the lower courts, occasional appeal cases are car- 
ried to the superior courts, where the services of the regular district attor- 
ney are of course availed of in prosecuting the case. 

Such a system as the above, while admirable for a state or city after 
long experience in the enforcement of food laws in the courts, is obviously 
impracticable with newly established systems of state food inspection. 


CHAPTER II. 
THE LABORATORY AND ITS EQUIPMENT. 


Location.—The selection of a location for a food laboratory cannot 
always be made solely with reference to its needs and its convenience, 
but it is more often subject to economic conditions beyond the analyst’s 
control. Under very best conditions, such a laboratory should be situated 
in a building designed from the start exclusively for chemical or biological 
and chemical work. Almost any well-lighted rooms in such a building 
can be readily adapted for the purpose. When, however, as is frequently — 
the case, rooms for such a laboratory are provided in municipal, govern- 
ment, or office buildings, in which for the most part clerical work is done, 
the problem of adequately utilizing such rooms so that they may not 
at the same time prove offensive to or interfere with the comfort of other 
occupants of the building is sometimes difficult. It is obvious that base- 
ment rooms in such a building, as far as ventilation is concerned, are less 
readily adapted for the requirements in hand than are those of the top 
floor, though, if the light is good and there are abundant and well-arranged 
ventilating-shafts, such rooms may “be made to serve every purpose. In 
the basement one may most easily obtain water, gas, and steam, and 
dispose of wastes without annoyance to one’s neighbors. When, how- 
ever, it is possible to do so, rooms on the top floor of an office building 
should be utilized for a food laboratory, for in such rooms the problems 
of lighting, heating and ventilating are comparatively simple and may 
usually be solved without regard to other occupants. In such a case 
ample provision must be made, preferably through shafts which are 
readily accessible for water-, gas-, steam-, and soil-pipes passing down 
below. 

The actual equipment of the food laboratory depends of course largely 
on its particular purpose; and while it is manifestly impossible to do other- 


wise than leave the details to the individual taste and needs of the analyst, 
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modified by the means at his disposal, a few general suggestions regarding 
important essentials may prove helpful. These imply a fairly liberal 
though not extravagant outlay, with a view to saving both time and energy 
by convenient surroundings well adapted to the work in hand. 

Floor.—The best material for the floor of the working laboratory 
is asphalt. Such a floor is firm but elastic, is readily washed by direct 
application of running water, if necessary, and resists well the action of 
ordinary reagents. An occasional thin coating of shellac with lampblack 
applied with a brush gives the asphalt floor a smooth, hard surface and 
may be applied locally to cover spots and blemishes. 

Lighting.—The ideal arrangement is with benches for analytical 
work running north and south, the principal light being from south win- 
dows, and with benches for microscopes, balances, colorimeters, and 
standard solutions along the north wall where the north windows admit 
a soft light and never direct sunshine. 


FIXTURES. 


Ventilation by forced draft is a great convenience. For this purpose 
an exhaust fan driven by an electric motor and controlled in speed by 
a fractional rheostat is admirable. Such a fan would best be located 
in a small closed compartment or closet near the centre of the series of 
rooms designed to be ventilated by it, and this closet should have directly 
over the fan an outlet-shaft passing through the roof of the building. 
With such a system, a series of branching air-ducts should radiate from the 
fan closet, conveniently arranged either above or along the ceiling and 
communicating with the various hoods, closets, and rooms near the top. 

Benches.—The working benches should have wooden or glazed tile 
tops. White glazed tile, if properly laid, furnish a very clean, sanitary, 
and resistant surface, besides being often convenient for color tests.. If 
laid on a plank surface, cement should not be applied directly, as it swells 
the wood before drying out and results in a loose and often uneven surface. 
Cement may be avoided altogether and the tiles after first soaking in oil 
may be laid in putty directly on the wood. Tiles may be laid in cement 
by first covering the plank surface with cheap tin plate, overlapping the 
edges and securing by tacks. This prevents swelling of the wood. The 
tin may be covered to advantage with cheap paint. The tiles may then 
be embedded in a layer of cement spread over the tin surface. 

Soft encaustic glazed tiles commonly used for wall finish are not as 
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effective as hard floor tiles specially glazed, since the former crackle and 
lose color when subjected to heat. A suitable material for the top of the 
titration bench is opal plate glass with a polished surface. Jet-black plate 
glass with a honed surface is admirably suited for the microscope 
table. 

When wooden bench tops are used they may be treated to advantage 
by staining with the following solutions: 

Solution 1.100 grams of anilin hydrochloride, 4o grams of ammonium 
chloride, 650 grams of water. 

Solution 2. 100 grams of copper sulphate, 50 grams of potassium 
chlorate, 615 grams of water. 

Apply solution 1 thoroughly to the bare wood and allow it to dry; then 
apply 2 and dry. Repeat these applications several times. Wash with 
plenty of hot soap solution, let dry and rub, well with vaseline. It is claimed 
that wood so treated is rendered fire-proof and is not acted on by acids and 
alkalies. When the finish begins to wear, an application of hot soap solu- 
tion or vaseline will bring back the deep black color. 

Gas and water outlets, sinks and waste pipes should be conveniently 
arranged, while the space beneath the benches should be utilized for drawers 
and cupboards. A clear bench width of 24 inches is ample for most 
work; if wider there is a temptation te allow apparatus to accumulate at the 
back. At the back of the bench and within easy reach, a raised narrow 
shelf should be provided to be used exclusively for common desk reagents. 
This again should not be so wide as to allow the accumulation of useless 
bottles. A narrow raised guard or beading at the edge of the reagent shelf 
prevents the bottles from accidently slipping off. 

Hoods.—Closed hoods with sliding sash fronts are almost indispensable. 
These hoods should be directly connected with the ventilating shafts or 
pipes, or with the air-ducts that radiate from the exhaust-fan closet, when 
such a system is provided. Gas outlets inside the hoods are neces- 
sary. 

When there is a good draft, either natural or forced, a hooded top 
over the working bench, such as that shown in Fig. 3, is quite as efficient 
as a closed hood for most purposes. This is best made of galvanized 
iron, painted on the outside and treated on the inside with a preparation 
of graphite ground in‘oil. Here are best carried out all the processes 
involving the giving off of fumes and gases, which, if the ventilation is 
efficient, should pass directly up the flues and not come out in the room. 
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Sinks and Drains.—The sinks should preferably be of iron or porce- 
lain. If iron, they should at frequent intervals be treated with a coat of 
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Fic. 3.—Hooded Top of Galvanized Iron over Working-bench, Connected with 
Ventilating Air-ducts. 


asphalt varnish. A great convenience is a hooded sink (Fig. 4) in which 
foul-smelling bottles, or vessels giving off noxious or offensive fumes 
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or gases, may be rinsed under the tap while completely closed in. Open- 
work rubber mats at the bottom of the sinks help to insure against break- 
2ge. Open plumbing of simplest design should be used, and a multi- 
plicity of traps should be avoided. Sinks may be variously located for 


il 


Fic. 4.—A Hooded Sink. An injector-like arrangement of steam and cold-water pipes 
furnishes water of any desired temperature. 


convenience without regard to situation of soil-pipes, if the floor is thick 
enough to allow an open drain with sufficient pitch to flow readily. Such 
open drains are much more readily cleaned than closed pipes, and are 
best constructed by splitting a lead pipe and laying it in an iron box which 
is sunk into the floor. The edges of the lead pipe are rounded over those 
of the box as in Fig. 5, filling the joints with hydraulic cement, and 
the top of the drain is covered by a series of readily removable iron plates 
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flush with the top of the floor. Waste-pipes from sinks, still-condensers, 
refrigerators, and various forms of apparatus involving flowing water may 
be led into this drain, holes being drilled in the iron cover for their insertion. 

Gas, Electricity, and Steam.—While formerly gas, made either in 
public or private plants, was the sole dependence for laboratory work, 
to-day gas, electricity, and steam are often on tap in the same laboratory, 
for some processes one and for others another giving the best results. 
If only one can be had, gas is usually the cheapest and most satisfactory, 
but in many office buildings only electricity is available as it may be im- 
practicable to pipe in gas from the city mains and against insurance regu- 
lations to make it on the premises from gasoline. Laboratories and 
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Fic. 5.—Section of Open Drain-pipe in Floor. 
works remote from centers often have an abundance of home-generated 
electricity and steam, but no gas. 

Fortunately electrical heaters for almost every kind of laboratory 
apparatus, such as furnaces, drying ovens, evaporators, thermostats, 
Kjeldahl digestors, and stills, are obtainable, although somewhat expensive. 
An electric current is also of great value in carrying out electrolytic methods 
and in running motors for driving centrifuges, shaking apparatus, ven- 
tilating fans, air pumps, etc. Whenever in an electrically equipped lab- 
oratory a free flame is indispensable, which is rarely the case, alcohol 
or blue flame kerosene oil burners are fairly satisfactory. Steam, when 
available, may be used to advantage for boiling ether or benzine in con- 
nection with continuous fat-extraction apparatus, for furnishing the 
motive power for driving the Babcock centrifuge, for heating water-baths 
and hot closets, and, in connection with cold water, to furnish a supply 
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of hot water when wanted at the sink. The latter application is illus- 
trated in Fig. 4. | 

Suction and Blast.—If the water-pressure is ample, both air-pressure 
and exhaust for blast-lamps, vacuum filtration, and other purposes are 
readily available through the agency of the various devices used in con- 
nection with the flow of water, as, for instance, the Richards pump. When 
however, the water pressure is insufficient, other means must be employed 
for furnishing these much-needed requisites. Fig. 6 illustrates a simple 
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Fic. 6.—Portable Pressure- and Exhaust-pump Run by Electric Motor. Useful for 
blast-lamps, vacuum filtration, etc. 

and almost noiseless pressure and exhaust pump run by a }-H.P. electric 
motor, which with the pressure-equalizing tank and the appropriate 
connections are mounted on a light wheel truck, and readily movable 
to any part of the laboratory. By simply screwing the plug into an 
electric-light outlet, either suction or blast may be had at will, depending 
on the position of a knife-edge switch which determines the direction of 
the current. By means of a fractional rheostat the speed may be varied 
and the pressure thus controlled. 


APPARATUS. 
The laboratory is of course to be supplied with the usual assortment 
of test-tubes, flasks, beakers, evaporating and other dishes of porcelain 
platinum and glass, funnels, casseroles, crucibles, mortars, hureues 
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pipettes, graduates, rubber and glass tubing, lamps, ring-stands and 
various supports, clamps and holders, the nature, number, and sizes cf 
which are determined by individual requirements. Special forms cf 
apparatus peculiar to certain processes of analysis or to the examination 
of special foods will be described in their appropriate connection. The 
following apparatus of a general nature may be regarded as indispensable 
for the proper fitting out of the food laboratory: 

Balances.—These should include (1) an open pan balance for coarse 
weighing, having a capacity up to 1 kilogram and sensitive to 0.1 gram, 
with a set of weights; and (2) an analytical balance, enclosed in a case, 
sensitive to .coor gram under a load of 100 grams, with an accurate set 
of non-corrosive weights. The short-beam analytical balance is prefer- 
able for quick work, and as constructed by the best modern makers leaves 
nothing to be desired. 

Water-baths.—These are such an important accessory to food analysis 
that they should, if possible, be specially designed to meet the requirements, 
though the ordinary copper baths, supported on legs and designed to 
be heated by gas-burners, as kept in regular stock by the dealers, will 
sometimes serve the purpose. For nearly all moisture determinations the 
platinum dishes described on page 119 and the somewhat larger wine-shells 
of Ico cc. capacity are most used, and for this purpose the top of the 
bath should have plenty of openings of the right size for these. A very 
economical construction of bath admirably adapted for the food analyst’s 
use is shown in Fig. 7, being the form employed by the writer. 

The size and number of openings are determined by the number of 
samples to be simultaneously analyzed. A steam coil within the body 
of the bath serves to boil the water. Fig. 7 also shows the hood for 
carrying off the steam and fumes, the sliding front of which is furnished 
with a hasp and a padlock, so that it may always be kept locked by the 
analyst whenever he is temporarily absent from the laboratory. This 
is a useful precaution, when the residues left thereon are from samples 
which are to form subjects for possible prosecution in court later. 

Steam, if available at all seasons of the year, or electric immersion 
coils furnish a ready means of heating the bath. In the absence of both 
steam and electricity, the bath must be boiled by gas burners. 

Drying-oven.—Water ovens heated by gas and steam ovens are com- 
monly used, although the drying cell seldom reaches a temperature above 
98° C. The electric oven shown in Fig. 8 obviates this difficulty, the 
regulator permitting of adjustment so that full 100°, as well as any de- 
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sired temperature can be attained. Fig. 9 shows an asbestos-covered, 
jacketed air-oven, heated by a gas burner, with an efficient form of gas- 
pressure regulator. 

Water-still.—An efficient still ppould be provided, capable of supply- 
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Fic. 7.—Water-bath, Enclosed in Hood, with Sliding-sash Front. 


ing the laboratory with an ample quantity of pure water for analytical 
purposes. Fig. to illustrates a compact form of still, which is particu- 
larly economical in view of the fact that a single stream of inflowing cold 
water first serves to cool the condenser, and, rising, becomes vaporized 
in the boiler directly connected with the condenser at the top. This 
apparatus is capable of distilling six gallons of water in twelve hours. 
Universal Centrifuge.—This convenient apparatus merits a separate 
brief description, being useful for a wide variety of purposes, such as 
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breaking up ether and other emulsions, quickly settling out precipitates, 
and roughly estimating chlorides, sulphates, phosphates, etc., by the 
volume of the precipitate in graduated tubes. 


Fic. 9.—Asbestos-covered Air-oven, with Gas-pressure Regulator. 
The centrifuge (Fig. 11) is inclosed within a cast-iron case and is 
driven by an electric motor concealed at the base. The vertical spindle 
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is provided with interchangeable heads carrying various forms of swinging 
hoiders tor tubes, bottles, beakers, and separatory funnels. Holders are 
obtainable for tubes ranging from 2 cc. to 200 cc. capacity, for Squibb’s 
torm of separatory funnel of 150 cc. capacity, and for graduated bottles 
such as are used in determining fat by the Babcock method and in meas- 


Fic. 10.—A Convenient Laberatory Water-still with Earthenware Receptacle, Provided with 
Faucet and Glass Gauge. 


uring precipitates, as for example, in Hortvet’s method of estimating the 
amount of lead precipitate formed in solutions of maple sugar or syrup. 

The electrical machinery is entirely enclosed, thus obviating the danger 
of exploding mixtures of vaporized ether and air by sparking—a danger 
which always must be carefully guarded against in the food laboratory. 

The various types of centrifuges designed for the Babcock test (page 
124) may also be used for general work especially if fitted with inter- 
changeable heads carrying different forms of holders, 
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Other Special Apparatus.—The following list includes pieces which 
are more or less indispensable: 

Continuous Extraction Apparatus (Figs. 20, 21, and 22). 

A pparatus for Nitrogen Determination (Figs. 26, 27a, and 27). 

Apparatus for Distilling Various Food Products . 
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Fic. 11.—A Universal Electric Centrifuge. 


A Babcock or other Milk-fat Centrifuge (Figs. 11 and 45). 

A Butyro Refractometer (Fig. 38). 

An Immersion Refractometer (Fig. 42). 

A Microscope and its Appurtenances (Chapter V). 

A Polariscope and its Accessories (Figs. 102, 103, and 104). 

Specific Gravity Apparatus (Figs. 14, 15, 16, and 17). 

Carbon Dioxide Apparatus (Fig. 71). 

Melting-point Apparatus (Fig. 93). 

Freezing-point Apparatus. 

Electrical Conductivity and Hydrogen Ion Concentration Apparatus 

(Chapter XXII). 

Marsh Arsenic Apparatus (Fig. 28). 

Electrolytic Apparatus (Fig. 110). 

Separatory Funnels and Stand (Figs. 24 and 25). 

A Spectroscope, either of the direct-vision variety for the pocket, or 
the Kirschoff & Bunsen style on a stand. 

Spectroscope Cells, parallel-sided, for observation of absorption spectra. 
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A Photomicrographic Camera and A ppurtenances * (pp. 80. to 85). 
A Muffle Furnace, gas (Fig. 3), or, preferably, electric (Fig. 19). 


An Ebullioscope (Fig. 113). 


An Assay Balance, for weighing arsenic mirrors to 0.01 mg. 


An Abbé Refractometer (Fig. 39). 
A Schreiner Colorimeter (Fig. 30). 
A Lovibond Tintometer (p. 67). 


REAGENTS. 


Under the appropriate methods are described the reagents for carrying 
out the processes treated of in this volume, together with their strength, 


mode of preparation when necessary, and other data. 
Reagents, especially those constantly employed, should 
be assigned to regular places on the shelves, and 
should invariably be kept in place when not in use. 
Among the standard solutions for volumetric work, 
none is more frequently of service in the food labora- 
tory than a tenth-normal solution of sodium hydrox- 
ide, and a large supply of this reagent, carefully 
standardized, should be at all times conveniently at 
hand. Besides being useful for standardizing tenth- 
normal solutions, it is constantly needed for deter- 
mining various acids in food products, such as milk, 
vinegar, butter, lime juice, cream of tartar, liquors, 
and many others. Time is well spent in carefully ad- 
justing this solution to its exact tenth-normal value, 
thus simplifying the calculation of results. A large 
stock bottle (say of two gallons capacity) containing 
the standard tenth-normal sodium hydroxide, is con- 
veniently mounted with a side-tube burette in con- 
nection, in some such manner as shown in Fig. 12. A 
small connecting side bottle contains a strong solution 
of sodium hydroxide through which the air that enters 


Fic. 12.—Stock Bote 
tle of Tenth-normal 
Alkali. 


the large bottle is passed, thus depriving it of CO,. In this manner the 
‘standard solution may readily be kept of unvarying strength for a year 


or More. 


* A photographic dark room is also necessary if photomicrographic work is to be done. 
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EQUIVALENTS OF STANDARD SOLUTIONS. 


DECINORMAL SULPHURIC AcID, One cc. is equivalent to 
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WSs i (8.8 ae Be ER ee eC H.O7, WO sass ens cele 07007 Ole 
SRV CLODLOUNIEC eisiefo.ciaisisrelels le bBinit De oa cndnaaaunogQoDobS 200s Timms 
Sou hydrochiotic-- =... <1 TC) S (Bsége Soanedsndsecoond0 0.00365 ‘ 
CSL ITO GIG ays aiatstetete sistals 21) leer ee mis cela s1spicie a5 cloie ote. eyengs 00 
SEACH Cuctne aes sisi oe cecil iB(OABL OLS naydGeooannna0G0ste 0.0090 ** 
SME TIA Al Gpemiets sfeteicic ite Se sis io. (Cis HO acseadonododdondsade 0.0067 < 
SOME TUICLG re etetetereais se «16's 2 3 e515 IEDIN © Petcrietse cicies.sle seis ec vets Cc 
SMR OXAU CEE Caisse oer ele BUCO ASYOb ssoccsa5ho> one 0.0063‘ 
ESB DOOSDNOTICs o00sGee<cenes H,PO,} a pie ei oie { 0.0049“ 
rm KH,PO,with 
FEM VGEDNOTIC. noses ness 2 HPO, | — eae — bo 098 
Se smeitDHpICs 1 a5 » <2 ea FESO), sannuseasrabéosaccaobe 0.0049 ** 
MCRL ARCA IC pepeia\etsieloletea'ele-(-1= HEN Ohs enoagadsascasessn OnCO7.5uumte 
Potassium bitartrate. ......--- NOBLCNEL(Ohs coceeacoqgceredd OnOTSS| ce 
Sodium borate. ....... ase ee Sy Oy ) SPO RRS Rar oe 0.00955 ‘¢ 


a EE SE 
* To be ignited. 
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DECINORMAL IODINE SOLUTION. One cc. is equivalent to 


Arsenious oxide. .......- BeOS escnOleoncocGousbocongsbacCs 0.00495 gram, 
Potassium sulphite. .......... 5 ISO ELO Kn csonnosesdeess 0.0097 oY 
Sodium bisulphite. ...... KeesG INEBEISIOLS pdacesanbonsoacoce 0.0052 < 
CS rsulp liters met eject = NEE SO EO. a5 Shnccoscsosd 0.0126 Ge 
f See tiuostlphatesmtrertes aes NELSHOP Ia) Geonpboacoose 0.0248 ib 
Sulphuridioxid eyemerte citer er SO i eadebepenapcocucdoooods 0.0032 es 
Sul phvtroustacidear sr cern ciaers EEO apcucossouaseanaceas 0.0041 eG 


DECINORMAL SoDIUM THIOSULPHATE SOLUTION. One cc. is equivalent to 


Bromineneasme eee sae ae oe Brysaceeee RES cro MAO OGtOR 0.0080 gram, 
ChicHNnehcadeesm ns aesaattees Cl icles alee ste eatei= w'aisiate eo ainiciele 0.00355 ** 
Todine rs sje aaa eters sateroe eee Lapete Rate eT Sts atee ness OROEZ00n <2 
fronsGm! fernic Salis) sacs cereteere eatin, 2 Sere cence scones Oca. 
DECINORMAL SILVER NITRATE SOLUTION.* One cc. is equivalent to 
Ammonium bromide.........- INDE Bit GSES ooccaccgspecans¢ ©.0098 gram, 
2g Chiloridesparst- sleet INJBHIEI Soodnocscucscace once OZOO53'5) ace 
Chlorineyer see oe eee seer CIPI. wares Sate cee ee eerie OrOOSE Simac 
G@yanopenvemeceietios en erates (ORD Reema ee Asdcuontobe 20052 mice 
Hydrocyanicacid mee-ee see HCN with indicator .....---.. 200275) 5e 
” es to HON to formation of precip- t Scoa eer 
itate 
Hy drobromicsacidser-r see ssi 180838 soducqdooae Snnoedenass 0.0080 ** 
Potassium bromide, ..... aievelora eo T a, etavete saleeiseicie a siaisisee cis O TOLL O mmm 
fs chlorides = = oaie wl CLS serere late aisteeieraielee etajeterere 0.00745 ‘* 
bi Cy anidenje crises a1 1 KCN with indicator ......... OQneeay 
fa ie Soer 6 oe heal Ken | to formation of pe orci aee: 
Wate. Ts nj<iecic sce = « 
Sodium: bromidensa-see eee INA Bre sca cence nono Q20103 iNew 
US | Weelloiatelos Ga acSananadnc INE, C Eade censuucnarabesoeada ZOOS Os ne 
DECINORMAL PoTassiuM BICHROMATE SOLUTION.{ One cc. is equivalent to 
Ferrous cal bonatesmimne ss aeesiee IU OORS Gh ACOA aB OAADaSaGG0OS 0.0116 gram, 
Perricioxide mem. serene cece es vasa cites state tas ce rene OsOOSOmN 
Ferrous oxide Aaeeeeeme eine BeQe. acces sneer sence O200772/mmm eS 
ee sulphate dcicn ce cetesce MES OWcooousadcoac Bele stcierere OxengA Ue 
ge is a ychataia eracebeperatnrs INES Opps Obes sacessadagse 0.0278 ‘ 
None Gerrous) ereret eee eects Wess cis oe st aie ererlaeee ctoret cere CEO CG 
DECINORMAL POTASSIUM PERMANGANATE SOLUTION. One cc. is equivalent to 
Oxalicracid.. Scan. carsemecee aes EC Oe Le Oneness se mee nie 0.0063 gram, 


and to same weights for iron salts as given under N/1o K,Cr,O,. 


* Use potassium chromate solution as an indicator, or add till precipitate appears. 
+ Use a freshly prepared solution of potassium ferricyanide as an indicator, applying a drop of titrated solu- 
tion to a drop of indicator on a white surface. 
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The following table from Talbot * shows the reactions of the com- 
mon indicators used in acidimetry: 


Indicator. 


Methyl orange. .. 


Phenolphthalein. . 


DEA CTILOIG sp rare cs eiers 
Cochineal 


Reaction with 
Acids. 


Red 
Pink 
Colorless 
Purple-red 
Purple-red 
Yellow 
Yellow 


Reaction 
with 


Alkalies. | 


Blue 


Yellow 
Pink 
Blue 
Blue 
Pink 

Red 


! 


deni | Manet | ua with 
Acid in Cold | Acid in Hot 

Solution. Solution. Salts. 
Unreliable | Reliable Reliable 

Reliable | Unreliable] Reliable 
Unreliable | Reliable | Unreliable 
Unreliable | Reliable Reliable 

Reliable Reliable Reliable 
Unreliable | Reliable | Unreliable 
Unreliable | Reliable Reliable 


* Talbot, Quantitative Analysis, page 75. 
7 Reliable with oxalic acid. 


Use with 
Organic Acid. 


Reliaib.e 


Unreliable 
Reliable 


Unreliable (?) 


Unreliable 
Unreliable 
Reliable 


CHAPTER. 


FOOD, ITS FUNCTIONS, PROXIMATE COMPONENTS, AND 
NUTRITIVE VALUE. 


Nature and General Composition.—Food is that which, when eaten, 
serves by digestion and absorption to support the functions and powers 
of the body, by building up the material necessary for its growth and 
by supplying its wastes. The raw materials that constitute our food- 
supply are not all available for nourishment, but often contain a propor- 
tion of inedible or refuse matter, which it is customary to remove before 
eating, such as the bones of fish and meat, the shells of clams and oysters, 
eggshells, the bran of cereals, and the skins, stones, and seeds of fruits 
and vegetables. The proximate components which make up the edible 
portion of food include in general water, fat, various nitrogenous bodies 
consisting chiefly of proteins, carbohydrates, organic acids, and mineral 
matter. Of these water is hardly to be considered as a nutrient, though 
it plays an important part in nearly all foods as a diluent and solvent. 
The fats, proteins, and carbohydrates all contribute in varying degree to 
the supply of fuel for the production of heat and energy. Besides this 
universal function, the fats and the carbohydrates serve especially to fur- 
nish fatty tissue in the body, while the proteins are the chief source of 
muscular tissue. 

Liebig’s classification of foods into nitrogenous, or flesh formers, and 
non-nitrogeneous, or heat generators, is now no longer accepted as strictly 
logical, in view of the well-known fact that the nitrogenous materials, 
besides building up the body, aid in supplying the wastes and yielding 
energy, and may even be converted into fats or carbohydrates, while the 
non-nitrogenous aid in furnishing tissue growth in addition to serving as 
fuel. 

THE FAT OF FOoD.—Fats and oils consist essentially of the glycer- 
ides of the fatty acids, the characteristics of the various edible fats and 
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oils being treated under their appropriate headings elsewhere. Fat in 
human food is supplied by milk and its products, by the adipose tissue of 
meat, and in slight extent by the oil of cereals and by the edible table 
oils. The term “ether extract” is sometimes used in stating the results 
of the analysis of foods and this includes other substances than fat which 
when present are extracted by ether, such as chlorophyl and other color- 
ing matters, lecithin, alkaloids, etc. 

The glycerides occurring in foods are of acids belonging in four series 
as follows, the value for ” being in parentheses: 

A. ACETIC SERIES (C,HonO2).—Butyric (4), caproic (6), caprylic 
(8), capric (10), lauric (12), myristic (14), palmitic (16), stearic (18), 
arachidic (20), behenic (22), and lignoceric (24). 

B. OLEIC SERIES (C,H:2,-202).—Hypogeic (16), oleic (18), isooleic 
(18), rapic (18), and erucic (22). 

C. LINOLIC SERIES (C,H2,~4O.). aehealite (18). 

D. LINOLENIC SERIES (C,H»,—.O2).—Linolenic (18). 

E. CLUPANODONIC SERIES (C,,H2,—302).—Clupanodonic (18). 

Fats contain not only simple glycerides, consisting of glycerol com- 
bined with three equivalents of the same fatty acid, but mixed glycerides 
with two or three acids in the same molecule. Other substances present 
are free fatty acids, lecithin, cholesterol, phytosterol, sitosterol, coloring 
matter, and other matters in minute amount. 

NITROGENOUS COMPOUNDS AND THEIR CLASSIFICATION.— These 
substances may for convenience be grouped as follows: 

A. Proteins, B. Amino-acids, Amides, Amines, etc., C. Alkaloids, D. 
Nitrates, E. Ammonia, F. Lecithin, and G. Cyan Compounds. 

A. PROTEINS.—Occurrence.—Under the term proteins are included 
numerous bodies consisting, according to our present knowledge, essen- 
tially of combinations of a-amino-acids and their derivatives. Proteins 
in one form or another exist in nearly all natural foods both animal and 
vegetable, but are supplied chiefly by the flesh of meat and fish, by milk, 
cheese, and eggs, and in the vegetable kingdom by grain, seeds, nuts, 
and vegetables, especially the legumes. The proportion of crude protein, 
often designated merely as “ protein,’ is commonly estimated by mul- 
tiplying by 6.25 the percentage of nitrogen found in the material anal- 
yzed. This is done on the assumption that all of the nitrogen present 
in the substance belongs to protein and that the protein contained 16 
per cent of nitrogen, neither of which assumptions is usually true, al- 
though for most purposes the results are sufficiently accurate. In certain 
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cases, as for example, wheat flour and milk, special factors (5.70 and 6.38 
in the :ases cited) are used. Methods depending on the separation of 
the proteins as such are used in special investigations, but these, with few 
exceptions, are not adapted for practical purposes. 

There is no marked distinction in chemical constitution between animal 
and vegetable proteins, although some of the types have as yet been found 
only in one or the other kingdom. The terms “ proteids” or “ albu- 
minoids ” were formerly used generically as synonymous with “ protein ” 
to include all nitrogenous bodies of this group, but in 1908 a joint com- 
mittee on protein nomenclature of the American Physiological Society 
and the American Society of Biological Chemists recommended that the 
word “ proteid” be abandoned; that “ protein”? be used to designate 
the entire group; and that the word ‘“albuminoids” be restricted to a 
sub-group of proteins. A committee of the Physiological Society of 
England also made the same recommendation as to the use of the term 
protein. The classification and most of the definitions here given are 
those adopted by the American committee.* The examples in most 
cases were kindly furnished by Dr. T. B. Osborne. For further details 
the reader is referred to the works of Mathews,f Osborne,{ Plimmer, § 
and Jones,|| also journal articles by Emil Fischer, Kossell, and their 
students. 

I. THE SIMPLE PROTEINS.—Protein substances which yield only a- 
amino acids or their derivatives on hydrolysis. 

Although no means are at present available whereby the chemical 
individuality of any protein can be established, a number of simple pro- 
teins have been isolated from animal and vegetable tissues which have been 
so well characterized by constancy of ultimate composition and uniformity 
of physical properties that they may be treated as chemical individuals 
until further knowledge makes it possible to characterize them more 
definitely. 

(a) Albumins.—Simple proteins soluble in pure water and coagulable 
by heat. 

Examples.—Seralbumin of blood and other animal fluids; lactalbumin 
of milk; leucosin of the seeds of wheat, rye, and barley; legumelin of legu- 
minous seeds. , 

* Amer. Jour. Phys., 21, 1908, xxvii. 
} Physiological Chemistry, New York, 1916. 
{ The Vegetable Proteins, London, 1912. 


§ The Chemical Constitution of the Proteins, London IQ17 
| : . Wont: i 
|| Nucleic Acids, London, 1914. 
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Coagulation.—Animal albumins usually coagulate at about Vir 
vegetable albumins at about 65°. 

Miscellaneous Reactions.—Very dilute acids precipitate albumins with 
the aid of heat. Nitrate of mercury (in dilute nitric acid) precipitates 
albumins from their solutions; also Mayer’s solution acidified with acetic 
acid, They are precipitated by saturation with ammonium sulphate. 

These reactions are not, however, characteristic of the group. 

(b) Globulins.—Simple proteins insoluble in pure water, but soluble in 
neutral solutions of salts of strong bases with strong acids. 

Exam ples.—Myosin of muscle substance; legumin of leguminous seeds; 
amandin of almonds. 

Qualitative Tests.—Globulins are precipitated from their solution by 
dialysis or dilution. Albumins are not thus precipitated. 

(c) Glutelins.—Simple proteins insoluble in all neutral solvents, but 
readily soluble in very dilute acids and alkalies. 

Examples.—Glutenin of wheat is the only well defined protein of this 
group. 

(d) Prolamins.—Simple proteins soluble in relatively strong alcohol 
(7o-80 per cent), but insoluble in water, absolute aicohol, and other 
neutral solvents. 

Exam ples.—Gliadin of wheat; zein of maize; hordein of barley. Found 
as yet only in the seeds of cereals. 

The use of appropriate prefixes will suffice to indicate the origin of 
compounds of sub-classes a, b, c, and d, as for example: ovoglobulin, 
myalbumin, etc. 

(e) Albuminoids.—Simple proteins which possess essentially the same 
chemical structure as the other proteins, but are characterized by great 
insolubility in all neutral solvents. 

Examples.—Keratins of hair, nails, hoofs, horn, feathers, etc.; elastin 
of connective tissues; collagen of connective tissues and cartilage; fibroin 
and sericin of raw silk. No albuminoids have yet been discovered in plants. 

Gelatin is usually regarded as an albuminoid but does not come strictly 
within the requirements of the above definition, It is an artificial deriva- 
tive of collagen and is formed from it by boiling with water or subjecting 
to steam under pressure. It is prepared from bones and other animal 
parts, and is insoluble in cold, but soluble in hot water. When the hot 
water solution containing one per cent or more of gelatin cools, it forms a 
jelly. By prolonged boiling the gelatinizing power is lost. Aqueous 
solutions are strongly levo-rotary. 


32 FOOD INSPECTION AND ANALYSIS. 


Gelatin in common with most proteins is precipitated from its solution 
by mercuric chloride, picric acid, and tannic acid. It is readily distin- 
guished from soluble proteins, in that it is not precipitated from its solution 
by lead acetate, nor by most of the metallic salts that throw down proteins. 

(f) Histones.—Soluble in water and insoluble in very dilute ammonia, 
and, in the absence of ammonium salts, insoluble even in an excess of 
ammonia; yield precipitates with solutions of other porteins, and a coagu- 
lum on heating, which is easily soluble in very dilute acids. On hydrolysis 
they yield a large number of amino-acids, among which the basic ones 
predominate. 

Examples—Thymus histone. Not found in plants. 

(g) Protamins.—Simpler polypeptides than the proteins included in 
the preceding groups. They are soluble in water, uncoagulable by heat, 
have the property of precipitating aqueous solutions of other proteins, 
possess strong basic properties, and form stable salts with strong mineral 
acids. They yield comparatively few amino-acids, among which the basic 
amino-acids greatly predominate. 

Exam ples.—Salmin, clupein, and other protamins of fish spermatozoa. 
Not found in plants. 

II. CONJUGATED PROTEINS.—Substances which contain the protein 
molecule united to some other molecule or molecules otherwise than as a 
salt. 

(a) Nucleoproteins—Compounds of one or more protein molecules 
with nucleic acid. : 

Examples.—The nucleins salmin nucleate and clupein nucleate. 

(b) Glycoproteins.—Compounds of the protein molecule with a sub- 
stance or substances containing a carbohydrate group other than a nucleic 
acid. 

Exam ples——Mucins; ovomucoid; ovalbumin; ichthulin. 

(c) Phosphoproteins.—Compounds of the protein mouecule with some 
yet undefined phosphorus-containing substance other than a nucleic acid 
or lecithins. 

Examples.—Casein of milk; vitellin of egg yolk. 

(d) Haemoglobins.—Compounds of the protein molecule with haematin 
or some similar substance. 

Exam ple-—Oxyhaemoglobin of red blood corpuscles. 

(e) Lecithoproteins.—Compounds of the protein molecule with lecithins, 
(lecithans, phosphatides). 

Exam ples.—Lecithalbumin; lecithin-nucleovitellin. 
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III. DERIVED PROTEINS. 

1. PRIMARY PROTEIN DERIVATIVES.—Derivatives of the protein mole- 
cule, apparently formed through hydrolytic changes which’ involve only 
slight altterations of the molecule. 

(a) Proteans.—Insoluble products which apparently result from the 
incipient action of water, very dilute acids or enzymes. 

Exam ples.—Edestan; blood fibrin; insoluble myosin. 

(b) Metaproteins.—Products of the further action of acids or alkalies, 
whereby the molecule is so far altered as to form products soluble in very 
weak acids and alkalies, but insoluble in neutral fluids. 

Exam ples.—Acid albumin; alkali albumin. 

This group will thus include the familiar “acid proteins” and “alkali 
proteins,” not the salts of proteins with acids. 

(c) Coagulated Proteins.—Insoluble products which result from (1) 
the action of heat on their solutions, or (2) the action of alcohol on the 
protein. 

Examples.—Albumin coagulated by heat or alcohol. 

2. SECONDARY PROTEIN DERIvaTIVEs. Products of the further hydro- 
lytic cleavage of the protein molecule. 

(a) Proteoses.—Soluble in water, uncoagulated by heat, and precipi- 
_ tated by saturating their solutions with ammonium or zinc sulphate. 

As thus defined this term does not strictly cover all the protein deriva- 
tives commonly called proteoses, e.g. heteroproteose and dysproteose. 

Subdivision of the Proteoses.—According to the proteins from which 
they are derived the proteoses may be designated albwmose, frorn albumin, 
globulose, from globulin, vitellose, from vitellin, caseose, from casein, etc. 

Proteoses are subdivided into proto-proteose, soluble in water (both cold 
and hot) or in dilute salt solutions, but precipitated by saturation with 
salt; hetero-proteose, insoluble in water, and deutero-proteose, soluble in 
water, but not precipitated by saturation with salt. 

Vegetable proteoses are sometimes called phyt-albumoses. 

Qualitative Tests—Besides responding to the biuret reaction (p. 34) 
proteoses are precipitated by nitric acid, the precipitate being soluble on 
heating, but reappearing on cooling. 

Proto-proteose is precipitated from its solution by mercuric chloride 
and copper sulphate; hetero-proteose is precipitated by mercuric chloride, 
but not by copper sulphate. 

(b) Peptones.—Soluble in water, uncoagulated by heat, and not pre- 
cipitated by saturating their solutions with ammonium sulphate. 
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Qualitative Tests—Besides giving the biuret reaction, peptones are 
precipitated from their solution by tannic acid, picric acid, phosphomolybdic 
acid, and by sodium phosphotungstate acidified by acetic, phosphoric, 
or sulphuric acid. 

Peptones are the only soluble proteins not precipitated by saturation 
with ammonium sulphate. 

(c) Peptides.—Definitely characterized combinations of two or more 
amino-acids, the carboxyl group of one being united with the amino group 
of the other, with the elimination of a molecule of water. 

The peptones are undoubtedly peptides or mixtures of peptides, the 
latter term being at present used to designate those of definite structure. 

Qualitative Tests for Proteins——Xanthoproteic Reaction—Concen- 
trated nitric acid containing nitrous. acid formed during standing added 
to a solution of a protein may or may not form a precipitate. It, however, 
produces a yellow coloration on boiling. Addition of ammonia in excess 
turns the precipitate or liquid yellow or orange; proteins in suspension 
also react. 

Millon’s Reaction.—Millon’s reagent is prepared by dissolving metallic 
mercury in twice its weight of concentrated nitric acid, diluting with an 
equal volume of water, and allowing to settle. When added to a protein 
solution it produces a white precipitate, which becomes brick-red on 
heating. Solid proteins give the red color by direct treatment. Sodium 
chloride prevents the reaction. Various organic substances are precipi- 
tated by Millon’s reagent, but these precipitates do not turn red on heating. 

Biuret Reaction.—If a solution of a protein in dilute sulphuric acid be 
made alkaline with potassium or sodium hydroxide and very dilute copper 
sulphate be added, a reddish to violet coloration is produced, similar to 
that formed if biuret be treated in the same way, hence the name. An 
excess of copper sulphate should be avoided lest its color obscure that 
of the reaction. 

In solutions which are strongly colored this reaction is of little use 
unless modified as follows: A considerable quantity of the dilute copper 
sulphate solution is added to the solution made alkaline with a large excess 
of potassium hydroxide, and then solid potassium hydroxide is dissolved 
to almost complete saturation in the solution. 'The mixture is then shaken 
with about one half its volume of strong alcohol. On standing the alcohol 
separates as a clear layer or a violet or crimson color if proteins are present. 

B. AMINO-ACIDS, AMIDES, AMINES, AND ALLIED PRODUCTS.— Under 
this head are included products derived from acids or bases, the radicles 
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of which replace one or more hydrogen atoms in ammonia. The most 
common bodies of this class occurring in foods follow: 

I. AMINO-ACIDS—The following are obtained by the hydrolysis of 
the different proteins: 1. glycocoll; 2. alanine; 3. valine; 4. leucine; 
5. glyco-leucine, 6. iso-leucine, 7. serine, 8. cysteine, 9. aspartic acid, ro. 
glutamic acid, 11. arginine, 12. lycine, 13. cystine, 14. tyrosine, 15. phenyl- 
alanine, 16. proline, 17. oxy-proline, 18. histidine, 19, tryptophane. Of 
these, 1 to 13 inclusive belong to the aliphatic series, 14 and 15 to the 
carbocyclic series, and 16 to 19 inclusive to the heterocyclic series. 

II. AMIDES.—Asparagin occurs in the young shoots of asparagus, 
lettuce and other green vegetables, and marshmallow root. Glutamine 
occurs in seeds during sprouting. 

III. AMINES.—Choline is found in meat, egg yolk, and certain fungi. 
Betaine is a constituent of beets, hops, and certain mollusks. Carnitine 
occurs in meat extract. 

IV. CREATINE AND CREATININE.—These are constituents of meat 
extracts. 

V. PURINE BASES.—In the vegetable kingdom these are represented 
by the caffeine of tea, coffee, and cocoa, and the theobromine of cocoa, 
in the animal kingdom by xanthine, hypoxanthine, guanine, and adenine 
of meat and meat extracts. They are also classified with the alkaloids. 

C. ALKALOIDS.—This group is characteristic of certain drugs; in 
foods they are of infrequent occurrence. Aside from the purine bases 
caffeine and theobromine, the piperine and piperidine of pepper are 
the only common examples. 

D. NITRATES.—These occur mostly in growing parts of the plant 
and only in traces. ° 

E. AMMONIA.—This occurs in ripened cheese of certain varieties and 
meat that is undergoing decomposition. 

F. LECITHIN.—This is a phosphorized fat occurring in egg yolk and 
other animal and vegetable substances. 

G. CYAN COMPOUNDS.—The bitter cassava contains hydrocyanic 
acid. Cyanides and sulphocyanides (thiocyanates) are found in small 
amounts, in various foods. Common examples of sulphocyanides are the 
pungent principles of mustard and horse radish. Amygdalin of bitter 
almonds is a glucoside containing the cyan group. 

CARBOHYDRATES AND THEIR CLASSIFICATION.—Of the total number 
of carbohydrates which have been described only a limited number occur 
in food products and of these a considerable number do not exist in the 
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original vegetable or animal substance, but are formed during manu- 
facture. 

A classification of the common food carbohydrates is given below. 
Descriptions of the more important individuals appear in chapters X 
and XIV. Other details will be found in the works of Armstrong,* and 
Browne,} as well as in special papers by Emil Fischer, Tollens, and their 
students. 

I. MONOSACCHARIDES.— These, also known as simple carbohydrates, 
are either aldehyde alcohols (aldoses) or ketone alcohols (ketoses) with 
usually one carbonyl and one or more alcohol groups. One of the hydro- 
gens of the end group CH,OH may be replaced by an alkyl group, usu- 
ally methyl. The formule of the forms are mirror images of the d- 
forms. 

(a) Dioses.—No representative of this group occurs in foods, but 
an example is here given to illustrate the simplest form of monosaccharide. 

Exam ple.—Glycolose (CH,OH-CHO), prepared synthetically. 

(b) Methyl Dioses.—Exam ple.—Dimethylglycolose 


(CH,-CHOH-CO-CH,), 


occurs in vinegar and other fermented products. 
(c) Trioses.—Example.—Dioxyacetone (CH,OH-CO-CH,OH), a © 

ketose, is formed in various fermentation processes. 
(d) Tetroses.—No example in food products. 
(e) Methyl Tetroses.—Exam ple.—Apiose 


(CH,OH -HOC(CH,OH) -CHOH -CHO), 


a constituent of fhe glucoside apiin of parsley. 

(f) Pentoses (C;HioO;).—These sugars occur seldom and in only 
small amounts in foods, but are prepared from the corresponding Pe 
sans by hydrolysis. 

Aldoses.— Exam ples.—d-Arabinose 


(CH,OH -(HOCH),-HCOH-CHO); 


l-arabinose (CH,OH -(HCOH),-HOCH-CHO), a constituent of certain 

glucosides; J-xylose (CH,OH-HOCH-HCOH-HOCH-CHO); d-ribose 

(CH,OH-(HOCH),-CHO), a constituent of various male acids. 
Ketoses.— Little studied. 


* Simple Carbohydrates, London, IQT2. 
t Handbook of Sugar Analysis, New York, Ig12. 
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(g) Methyl Pentoses.—Examples.—Rhamnose 
(CH,-CHOH-HCOH-(HOCH),:-CHO), 
occurs in various glucosides; fucose 
(CH,-CHOH -(HOCH),-HCOH-CHO), 
derived by hydrolysis of fucosan. 
(h) Hexoses (CsH,,0¢). 
Aldoses.— Exam ples —d-glucose or dextrose 
(CH,OH -(HOCH),-HCOH-HOCH-CHO), 
abundant in nature, forming with d-fructose invert sugar, occurs in nu- 
merous glucosides, formed by hydrolysis of starch, and is one of the chief 
constituents of commercial glucose; d-mannose 
(CH,OH-(HOCH),-(HCOH),-CHO), 
found in plant juices, germinating seeds, and molasses; d-galactose 
(CH,OH-HOCH-(HCOH),-HOCH-CHO), a constituent of certain 
glucosides, occurs free in whey and germinating seeds; /-galactose 
(CH,OH-HCOH-(HOCH),-HCOH-CHO); d, /galactose or racemic 
galactose, identified in certain oriental food products. 
Ketoses.—Exam ples.—d-Fructose or levulose 
(CH,OH-(HOCH),-HCOH-CO-CH,OH), 
occurs with d-glucose in invert sugar; d-sorbose 
(CH _OH-HCOH-HOCH-HCOH-CO-CH,O8), 
formed by fermentation of the juice of the sorb apple; glutose, found in 
molasses. 

II. DISACCHARIDES.—These yield on hydrolysis two monosaccharides. 
Their constitutional formule have not been fully decided on. 

Examples. — Sucrose or common sugar (C,,H,.0,,); maltose 
(C,,H,,0,,) formed by the action of diastase on starch; lactose or milk 
sugar (C,,H,,0,,-H,O); trehalose or mushroom sugar (C,,H,,0,,-2H,O) 
melibiose (C,,H,,0,,-2H,O), formed by action of yeast on raffinose. 
Of these maltose, lactose, and melibiose are copper reducing. 

III. TRISACCHARIDES.—These yield on partial hydrolysis a monosac- 
charide and a disaccharide. 

Example.—Raffinose (CigsH;,016:5H,O), occurs in sugar beets, 
cotton seed, etc. 

IV. TETRASACCHARIDES.—These yield on partial hydrolysis a mono- 
saccharide and a trisaccharide. 

Exam ple.—Stachyose (C24H420,,-4H,O), found in various roots and 
in ash manna. 
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Y. POLYSACCHARIDES.—This group includes ‘the _ pentosans 
((CsHs04)n:H,O) and the hexosans ((C6H,9O5)n°H,0). The value of 
n is so large that the water may for practical purposes be ignored. For 
descriptions of the individual pentosans and hexosans see Chapter X. 

(a) Pentosans.—Exam ples.—Araban ; metaraban; xylan. 

(b) Hexosans. — Examples. — Mannan; galactan; inulin; dextrin; 
starch; cellulose. 

Closely allied to the carbohydrates, if not actually belonging to them, 
are inosite (C,H,,O,), occurring in muscular tissue, and pectose, found 
in green fruits and vegetables. 

THE ORGANIC ACIDS.—These acids are minor though important 
constituents of foods. From their conversion into carbonates within 
the body, they are useful in furnishing the proper degree of alkalinity 
to the blood and to the various other fluids, besides being of particular 
value as appetizers. They exist in foods both in the free state and as 
salts. Acetic acid is supplied by vinegar; lactic acid by milk, fresh meat, 
and beer; citric, malic, and tartaric acids by the fruits. 

MINERAL OR INORGANIC MATERIALS.— These substances occur in 
food in the form of chlorides, phosphates, and sulphates of sodium, potas- 
sium, calcium, magnesium, and iron, and are furnished by common salt, as 
well as by nearly all animal and vegetable foods. The inorganic salts are 
necessary to supply material for the teeth and bones, besides having an 
important place in the blood and in the cellular structure of the entire body. 

FUEL VALUE OF Foop.—In order to express the capacity of foods for 
yielding heat or energy to the body, the term fuel value is commonly used. 
By the fuel value of a food material is meant the amount of heat expressed 
in calories equivalent to the energy which we assume the body could obtain 
from a given weight of that food material, if all of its nutritents were 
thoroughly digested, a calorie being the amount of heat required to raise a 
kilogram of water 1°C. This definition applies to what is known as the 
large calorie, which is one thousand times as large as the small calorie. 
Large calories are meant wherever the term occurs in this volume. The 
fuel value, or, as it is sometimes called, “heat of combustion,” may be 
determined experimentally with a calorimeter, or may be calculated by 
means of factors based on the result of many experiments showing the 
mean values for protein, fats, and carbohydrates. 

The Bomb Calorimeter.*—This apparatus in its most approved form, 


*U.S. Dept. of Agric., Off. of Exp. Sta., Bul. 21, pp. 120-126. 
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Vig. 13, consists of a water-tight, cylindrical, platinum lined, sveel bomb, 
adapted to hold in a capsule the substance whose heat is to be determined, 
und containing also oxygen under pressure. This bomb is immersed in 
water contained in a metal cylinder, which is in turn placed inside of 
concentric cylinders containing alternately air and water. The heat for 
igniting the substance is supplied by the electric current passing through 
wires to the interior of the bomb and acting upon a cleverly devised 
mechanism therein. The heat developed by the ignition is measured by 
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Fic. 13.—Bomb Calorimeter of Hempel and Atwater 


the rise in temperature of the water surrounding the bomb, as indicated 
by a very delicate thermometer graduated to hundredths of a degree, 
certain corrections being made, as, for instance, for the heat absorbed by 
the metal of the apparatus. A mechanical stirrer serves to equalize the 
temperature of the water surrounding the bomb. 

The Respiration Calorimeter is a combustion apparatus on a large 
scale, of which a living human being or animal confined in a tight chamber, 
is a part. The food is carefully weighed and analyzed and the oxygen 
is supplied in known amount from a cylinder to replace that consumed 
by oxidation in the lungs. The water and carbon dioxide exhaled are 
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absorbed in calcium chloride tubes and potash bulbs or their equivalents 
on a large scale while the excreta is collected, weighed, and analyzed. 
The heat produced is measured by delicate appliances. In the United 
States human calorimeters are maintained at the Carnegie Nutrition 
Laboratory, Boston, under the direction of F. G. Benedict and at The 
Department of Agriculture, Washington, under the direction of Langworthy. 
A calorimeter for farm animals is in operation at State College, Pennsyl- 
vania, by Armsby. 

Calculation of Fuel Value—The bomb calorimeter is beyond the 
reach of many laboratories while the respiration calorimeter can be main- 
tained only in specially equipped institutions, hence the expression of 
fuel values by calculation is the most common method employed. For 
this the factors of Rubner are generally used, in accordance with which 
the amount of energy in one gram of each of the three principal classes 
of nutrients are, for carbohydrates 4.1, for protein 4.1, and for fats 9.3. 
Expressed in pounds, each pound of carbohydrate or protein has a fuel 
value of 1860 calories, while each pound of fat has a fuel value of 4220 
calories. 

For further details on the caloric value of foods and the science of 
nutrition the works of Jordan,* Lusk,t Sherman,{ and Snyder§ may be 
consulted. : 


* The Principles of Human Nutrition, New York, 1914. 
} The Science of Nutrition, Philadelphia, 1917. 

t Chemistry of Food and Nutrition, New York, 1918, 

§ Human Food, New York, 1916. , 


CHAPTER IV. 
GENERAL ANALYTICAL METHODS. 


Extent of a Proximate Chemical Analysis.—For purposes of studying 
the proximate composition of food for its dietetic value, it is nearly always 
necessary to make determinations of moisture, ash, fat, total nitrogen, and 
carbohydrates (when present), as well as of the fuel value. In some cases 
it may be desirable to proceed further, to make an analysis of the ash, for 
instance, to separate, at least into classes, the various nitrogenous bodies, 
especially in flesh foods, and perhaps to subdivide the starch, sugar, gums, 
and cellulose or crude fiber that make up the carbohydrates in the case of 
cereals, 

An analysis is considered complete whenever the purpose for which 
the examination has been made has been accomplished, and on that pur- 
pose depends solely the extent to which the various compounds present 
shall be subdivided and determined. Such a subdivision may be extended 
almost indefinitely. For example, a milk analysis may consist simply in 
the determination of the total solids and (by difference) the water. Again, 
it may be desirable to divide the milk solids into fat and solids not fat, 
and in some cases to carry the subdivision still farther and separate the 
solids not fat into casein, albumin, milk sugar, and ash. 

Determinations of one or more of the proximate components natural 
to food are frequently of great service in proving their purity or freedom ~ 
from adulteration. For the latter purpose, especially in such foods as milk, 
vinegar, oils, and fats, the determination of specific gravity is also an 
important factor. Special methods of a peculiar nature are often neces- 
sary in the examination of particular foods, and such methods will be 
treated subsequently under the appropriate headings. In the present 
chapter only such general methods as are applicable to a large variety of 
cases will be discussed. 

_ Expression of Results of a Proximate Analysis.—However complete the 
division of the various proximate compounds or classes of compounds 
41 
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which the analyst sees fit to make, the results of his various determina- 
tions in a proximate analysis are expected to aggregate about 100%. 
If every determination be directly made, the result will rarely be exactly 
100, but the precision of the work is apt to be judged by its approach 
to 100. 

It is often the custom to determine certain compounds or classes of 
compounds by difference. Thus in cereals moisture, proteins, fat, crude 
fiber and ash may be determined by the regular analytical methods, 
and by subtracting their sum from too the difference may be expressed as 
“nitrogen-free extract” or carbohydrates. It has long been customary 
in food analysis to calculate the protein by multiplying the total nitrogen 
by the factor 6.25, and on this basis analyses of thousands of animal and 
vegetable foods have been made. While the figure thus obtained is an 
arbitrary one, being at best but a rough approximation of the amount of 
protein present, yet for many reasons there is much to commend this 
practice of reporting results. In the first place, in most cases it actually 
does approach the truth. Again, the nitiogenous ingredients of many foods 
are so numerous and varied, that for the every-day study of dietaries and food 
values it would be well-nigh impossible with our present knowledge to 
subdivide these compounds with any degree of accuracy, and especially 
with uniformity between different chemists, to say nothing of the time 
involved. 

From the fact that so many valuable analyses have already been 
expressed on the basis of NX 6.25 for protein, the advantage of comparison 
with the results thus recorded would seem to be in itself a good reason 
for continuing the practice, especially until a factor that gives better 
average results can be adopted. By recording the actual nitrogen found 
as well as the “protein,’’ old results may at any time be recalculated 
under new conditions, if found desirable. 

In flesh foods, when carbohydrates are known to be absent, the total 
protein may conveniently be determined by difference. Rather more 
progress has been made in the separation of the nitrogenous compounds 
of meats than of the vegetables and cereals, though the methods are by 
no. means accurate or uniform. 

Most of the recorded analyses of vegetable foods express the carbohy- . 
drates as a whole without attempting to subdivide them, at least further 
than possibly to express the crude fiber or cellulose separately. A much 
more intelligible idea of the dietetic value of these foods would be gained 
by a further separation into starch and sugars. 
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Preparation of the Sample.—It is at the outset of the utmost importance 
in all cases that a strictly representative portion of the food to be examined 
should be submitted to analysis. All refuse matter, such as bones, shells, 
bran, skins, etc., are removed as completely as possible from the edible 
portion and discarded. 

If the composition of the entire mass cannot be made homogeneous 
throughout, it may be best to select from various portions in making up 
the sample for analysis, in order to represent as fair an average of the 
whole as possible. 

Finally the sample, if solid or semi-solid, should be divided as finely 
as possible, by chopping, shredding, pulping, grinding, or pulverizing 
according to its nature and consistency. 

For disintegrating such substances as vegetables and meats for analysis, 
the common household rotary chopping-machine is admirably adapted. 
For pulverizing cereals, tea, coffee, whole spices, and the like, the mortar 
and pestle may be used, or a rotary disk mill or spice-grinder. 

Specific Gravity or Density of Liquids.—Where formerly it was cus- 
tomary to compare the density of liquids with that of water at 4°C. (its 
maximum density) it is now more common to refer to water at 15.5°C. 
or 20° C., making the determination at that temperature. A common 
form of expressing the temperature of the determination and the tempera- 
ture of the standard volume of water with which that of the substance is 
to be compared, is the employment of a fraction, the numerator of which 
expresses the temperature of the determination and the denominator 

re) oO ° ° 
that of the standard volume of water, as ce a ao E x 
When extreme accuracy in the determination of density is required, the 
pycnometer or Sprengel tube should be employed. 

The Hydrometer.—This instrument furnishes the most convenient and 
ready means of determining the density of liquids where extreme nicety 
is not required. If well made and carefully adjusted, the hydrometer 
may be depended on to three decimal places, but before relying on its 
accuracy, it should be tested by comparison with a standard instrument, 
or with the pycnometer. 

The liquid whose density is to be determined is contained in a jar 
whose inner diameter should be at least 3” larger than that of the spindle- 


* Unless otherwise stated, all specific gravities in this volume are assumed to be expressed 
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bulb, and the temperature of the liquid should be exactly 15.5? when the 
reading is taken. 

For best results for use with liquids of varying densities, the laboratory 
should be furnished with a set of finely graduated hydrometers, each 
limited to a restricted part of the scale, together with a universal hydrom- 
eter coarsely graduated, covering the entire range, to show by preliminary 
test which of the special instruments should be used. 

A convenient set of seven such hydrometers are graduated as follows: 
0.700-0.850, 0.850-1.000, I.000-1.200, I.200-1.400, I.400-1.600, 1.600- 
1.800, 1.800-2.000, while the universal hydrometer has.a scale extending 
from 0.700 to 2.000. Another less delicate set of three only has one for 
liquids lighter than water and two for heavier liquids. Some instruments 
have thermometers in the stem. Others require a separate thermometer. 

The Westphal Balance (Fig. 14).—This instrument consists of a 
scale-beam fulcrumed upon a bracket, which in turn is upheld by a sup- 
porting pillar. The scale-beam is graduated into ten equal divisions. 
From a hook on the outer end of the beam hangs a glass plummet pre- 
vided with a delicate thermometer, the beam being so adjusted that when 
the dry plummet hangs in the air, the beam is in exact equilibrium, ie., 
perfectly horizontal as shown by the indicator on its inner end. If the 
large rider be placed on the same hook as the plummet and the latter 
immersed in distilled water of the standard temperature at which the 
determinations are to be made (say 15.5°C.), the scale-beam should 
again be in equilibrium if the instrument is accurately adjusted. As 
commonly made, the weight of the plummet including the platinum wire 
to which it is attached amounts to 15 grams, and the displacement of 
its volume to 5 grams of distilled water at 15.5° C., the normal temperature 
on which the determinations are based. Thus the unit (or largest) rider 
should weigh 5 grams, while the others weigh 0.5, 0.05, and 0.005 gram 
respectively. 

If, instead of distilled water, the plummet be immersed in the liquid 
whose density is to be. determined, the position of the riders on the scale- 
beam, when so placed as to bring the same into equilibrium, and when 
read in the order of their relative size (beginning at the largest), indicates 
directly the specific gravity to the fourth decimal place. 

If the liquid is lighter than water, the large rider is first placed in the 
notch where it comes closest to restoring the equilibrium of the beam, 
but with the plummet still underbalanced. The rider next in size is 
then applied in a similar manner, and, unless equilibrium is exactly re- 
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stored, the third and the fourth riders successively. If it happens that 
two riders should occupy the same position on the beam, the smaller 
is suspended from the larger. 

If the liquid is heavier than water, the method employed is the same 
except that one of the largest or unit riders is in this case always hung 
from the hook which supports the plummet, while the others cross the 
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— Fic. 14.—The Westphal Balance. 


eam at the proper points. If carefully made and adjusted, the Westphal 
balance is capable of considerable accuracy. 

A delicate analytical balance can be used in place of the less carefully 
adjusted Westphal instrument, by hanging the Westphal plummet from 
one of the scale-hooks of the same, and employing a fixed support: for the 
glass jar that’ holds the liquid in which the plummet is to be immersed. 
The support is so arranged that the scale-pan below it can move freely 
without coming in contact with it. This arrangement is shown in Fig. 15. 

The Pycnometer, or Specific-gravity Bottle. — Fig. 16 shows the two 
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forms of pycnometer commonly made. The plain form’ has a ground- 
glass stopper with a capillary passage through it, the other has a fine ther- 
mometer connected with the stopper and a capillary side tube provided 
with a ground: hollow cap. Both are made in different sizes to hold 
respectively 10, 25, 50, and 100 grams of distilled water at the standard 
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fic. 15.—The Analytical Balance Arranged for Sdn Specific Gravity with the 
Westphal Plummet. 


temperature. It is convenient to have a counterweight for each pycnom- 
eter as fitted with its stopper, thus avoiding much trouble in calculation. 
The calculation of results is simplified also if the pycnometers are accurately 
constructed to contain exactly the weight of distilled water which they 
purport to contain at the standard temperature, but it is rather difficult to 
procure such instruments, especially of the form furnished with the ther- 
mometer. Most instruments hold approximately the amount specified, 
the exact net weight of distilled water which they hold at standard tem- 
perature being found by careful test and kept on record. In determining 
the density of a liquid, the pycnometer is carefully filled with it at a tem- 
perature below the standard, the stopper carefully inserted, and the bottle 
wiped dry. Care should be taken that the liquid completely fills the bottle 
and is free from atr-bubbles. The net weight of the liquid is then taken 
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on the balance, when the temperature has reached the standard (say 15.5° 
C.), being careful to wipe off the excess of liquid that exudes from the capil- 
lary due to expansion. The net weight of the liquid is divided by that of 
the same volume of distilled water, previously ascertained under the same 
conditions at the same temperature, the result being the density of the 
liquid. 

The pycnometer with thermometer attachment is obviously susceptible 
of a greater degree of accuracy than the other form, since the temperature 
of the liquid, even though 15.5° C. at the start, soon rises. 
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Fic. 16.—Types of Pycnometer. 


The writer prefers to use the pycnometer provided with the ther- 
mometer, but without the hollow cap that covers the capillary side tube, 
unless liquids like strong acids are to be operated on, that might other- 
wise injure the balance. By keeping the liquid to be tested for some time 
in a refrigerator, it acquires a temperature of from 10 to 12°C. It is 
then transferred in the regular manner to the pycnometer and the ther- 

mometer-stopper inserted (but not the hollow cap) and the bottle wiped 
. dry. There is ample time to adjust the balance-weights with extreme 
care while the temperature of the liquid is rising, leisurely wiping off 
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at intervals with a soft towel the excess that exudes from the capillary 
tube, the final weight of the dry bottle and contents being made at the 
exact temperature of 15.5° C. 

In taking the tare or adjusting the counterweight of a specific-gravity 
bottle, the latter should be perfectly clean and dry. It had best be rinsed 
first with water, then with alcohol, and finally with ether, all traces of the 
latter being removed by a current of dry air, or otherwise, before weighing. 

In making successive determinations of density of a number of different 
liquids with the same pycnometer, it is sufficient to rinse the bottle once 
with a little of the liquid to be tested before making each determination, 
when the various liquids are miscible. When the liquids are immiscible, 
the bottle should be carefully cleaned in the manner described in the 
previous paragraph before making each test. 

The Sprengel Tube-—The Sprengel tube is a variety of pycnometer 
useful when only a small quantity of the liquid to be tested is available. 
It is susceptible of great accuracy. It consists of a 
__ U-shaped tube (Fig. 17), each branch of which termi- 
nates in a horizontal capillary tube bent outward. 
One of the capillaries, }, has a mark m thereon and 
has an inner diameter of about 0.5 mm. The 
diameter of the other capillary, a, should not exceed 
0.25 mm. ‘The liquid at room temperature is as- 
pirated into the tube so as to fill it completely, the 
end b being aipped in the liquid while suction is 
applied at the enda. The tube is then placed ina 
beaker of water kept at the standard temperature, 
the beaker being of such size that the capillary 
ends rest on the edge. The temperature of the 
liquid in the tube may be assumed to be constant 
Ic. 17.—Sprengel Tube When there is no further movement due to contrac- 

for Determining Spe- tion in the larger capillary end, b. The meniscus of 

oe navi, the liquid, when cooled, should not be inside the 
mark m, and is brought exactly to the mark by applying a piece of bibulous 
paper to the other end, a. Ifa drop or two of liquid has to be added, this 
may be done by applying to the end @a glass rod dipped in the liquid. 
When exactly adjusted, the whole is wiped dry and quickly weighed, 
hung from the arm of the analytical balance. To avoid evaporation by 
contact with the air, the ends of the capillaries are sometimes ground 
to receive hollow glass caps not shown in the figure. 
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Determination of Freezing Point.—The Beckmann A pparatus * consists 
of a cooling jar provided with a stirrer, an ordinary thermometer register- 
ing temperatures below zero, and a siphon for emptying, an air jacket, 
a freezing tube with a stirrer, and a Beckmann thermometer graduated 
toro.01° C 

The reservoir in the top of the Beckmann thermometer is for a reserve 
supply of mercury. If the capillary tube contains so much mercury 
that the top of the column when cooled to the freezing point is not within 
the scale, by gently tapping a portion may be made to drop into the reser- 
voir; if it contains too little a portion may be added in the same manner 
after inverting the thermometer. 

Process.—Place an amount of the sample in the freezing tube sufficient 
to cover the thermometer bulb and cool in the cooling jar, containing a 
mixture of crushed ice and salt sufficient to produce a temperature several 
degrees below zero, until the mercury column ceases to fall and begins 
to rise. Then quickly transfer the freezing tube to the air jacket and 
continue the cooling, with gentle stirring, until the mercury column remains 
constant. Read the temperature with the aid of a lens. Determine the 
reading for distilled water in the same manner. ‘The difference between 
the two readings is the freezing point of the sample. 

Keister 7 in the examination of milk recommends as a check removing 
the freezing tube, after taking each reading, warming with the hands or 
in water at 40° until the contents melt, and repeating the cooling. He 
also emphasizes the necessity of controlling the supercooling within narrow 
limits—from 1° to 1.2° for the apparatus used by him. 

Determination of Moisture.—This is usually calculated from the 
loss in weight at the temperature of boiling water. Platinum dishes 
(Fig. 51) are well adapted for the drying as the residue can be ignited 
for the determination of ash. If only the moisture is desired, dishes of 
other metals or glass weighing bottles may be used. Caps for wide- 
mouthed bottles made of tinned lead are convenient and can be thrown 
away after using. Viscous substances are best spread over asbestos or 
sand to hasten the drying. | 

Some materials must be heated above 100° C., while certain saccharine 
products are dried at 70° C. in vacuo to avoid decomposition. If alcohol, 
acetic acid, essential oils, or other volatile substances are present the loss 
includes these as well as moisture. As the water or steam oven seldom 


* Zeits. physik. Chem., 2, p. 638. 
{ Jour. Ind. Eng. Chem., 9, 1917, p. 862. 
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attains a temperature above 98°, the loss sustained in these is, strictly 
speaking, at the “temperature of boiling water.” Figs. 8 and g show 
electric and gas ovens for heating at full 100°. Benedict has shown that 
certain materials can best be dried at room-temperature over sulphuric 
acid in vacuo. Trowbridge * has shortened this process in the case of 
meat, by gently agitating the desiccator during the drying. 


SF! 


Fic. 18.—Apparatus for Drying in Hydrogen. 


Drying in Hydrogen.—Fig. 18 shows the apparatus devised by Winton fT 
for drying cereal products, legumes, cattle foods, etc.. The material is 
weighed out on a watch glass and transferred to the drying tube (G), 
wisps of cotton, too small to contain an appreciable amount of moisture, 
being used at both ends to prevent mechanical loss. The hydrogen is 
purified by passing through sodium hydroxide solution (A) and dried by 
sulphuric acid in the jar (B). The acid drops over the glass beads into 
the chamber at the bottom of the jar where the gas bubbles through it 
before passing out over the beads. A siphon automatically removes the 


*U.S. Dept. of Agric., Bur. of Chem., Bul. 122; p. 210. 
j Conn. Agric. Exp. Sta., Rep. 1889, p. 187. 
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excess of acid. The drying tubes pass through the copper tubes of the 
water oven and are fitted at the posterior ends with capillary exit tubes 
of o.5 mm. bore, thus creating a slight pressure and insuring even dis- 
tribution of current. When the drying is begun the exit tubes should be 
within the copper tubes to avoid stoppage of the current by condensed 
moisture, but later they should be pushed out, as in the cut, and each 
tested by lighting. 

Determination of Ash.—The residue from the determination of moisture 
or else a new portion, is burned at 
a very faint red heat until white or 
gray, cooled in a desiccator and 
weighed. A flat-bottomed platinum 
dish is most convenient for the pur- 
pose. Platinum, however, is at- 
tacked by free chlorine, bromine, 
and iodine, sulphur and phosphorus, 
sulphates and phosphates with re- 
ducing agents, all sulphides, sodium 
or potassium hydroxide, nitrate and 
cyanide, metals, and metallic com- 
pounds reduced in fusion, such as 
lead, tin, zinc, bismuth, mercury, 
arsenic, and antimony. In such 
cases porcelain must be used. 

The degree of heat employed-in ashing should be the lowest possible to 
insure complete oxidation of the carbon, so as to avoid driving off certain 
volatile salts that are sometimes present and that would be lost if the heat 
were too high. Ata bright red heat potassium and sodium chloride are 
slowly volatilized, and calcium carbonate is converted into oxide; further- 
more alkali phosphates fuse about particles of carbon, protecting them 
from oxidation. To avoid overheating it is recommended not to allow 
the flame to impinge directly against the dish, but to carry out the burn- 
ing on a piece of asbestos paper supported on a triangle. The asbestos 
also serves to distribute the heat and to protect the dish from the injurious 
action of the direct flame on long heating. In order to burn off the last 
traces of carbon, a second piece of asbestos paper may be placed over the 
top of the dish, or the incineration may be completed in a gas or 

electric muffle furnace (Figs. 3 and 19). Heating should be continued 
till the carbon is all oxidized, which is in most cases indicated by a white 


Fic. 19.—Hoskins Electric Furnace. 
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ash. It is, however, sometimes impossible to obtain a perfectly white 
ash, but the appearance of the ash usually indicates when all the carbon 
has been burnt off. It is sometimes necessary to stir the contents of 
the dish with a stiff platinum wire from time to time during the ignition. 

Methods for the detection and determination of the various ash ingre- 
dients are described in detail in Chapter X. Such cases as are peculiar to 
certain foods, like the metallic impurities that occur in canned, bottled, 
and preserved foods under certain conditions, will be considered in their 
appropriate place. 

Extraction with Volatile Solvents.— Whenever it is necessary to 
exhaust a substance of its ether-soluble or alcohol-soluble ingredients, 
some form of continuous extraction apparatus is employed with ad- 
vantage. 

Preliminary Drying—In the case of cereal, legume, and oil-seed 
products, meats, etc., the portion of the material dried in hydrogen, 7m 
vacuo, or in contact with air in an ordinary oven, for the determina- 
tion of moisture, may be used for extraction. If volatile oil is present, 
as in spices, the drying must be performed at room temperature in a 
desiccator. 

Milk and other liquids are absorbed in a roll of bibulous paper, in 
asbestos, or in sand, previous to drying (Chapter VII). The evaporation 
may be carried on in shells of thin glass (Hoffmeister Schalchen) which 
are finally broken previous to extraction, or in tinned lead bottle caps 
which may be crumpled up and inserted in the extractor. 

The Soxhlet Extractor—This apparatus is shown in Fig. 20. The 
substance to be extracted is subjected to successive treatment with freshly 
distilled portions of the solvent in the tube S. Dry powders are con- 
tained in extraction thimbles of filter paper or in filters folded over the 
end of a flat-bottomed cylinder so as to form a cartridge; liquids, such 
as milk, previously dried in a paper coil or in a wad of asbestos, are extracted 
without a filter. The vapor from the solvent, boiling in the flask F, 
passes up through the side tube a’ into the condenser C, where it is lique- 
fied and falls drop by drop on the substance. 

When the level of the solvent in the tube S reaches the top of the 
siphon the liquid drains off into the tared flask F, carrying with it what- 
ever it dissolves. The operation is automatically repeated, the sub- 
stance being successively extracted with freshly distilled portions of the 
solvent, which leaves behind in the flask F the material in solution. 

The heater employed should be a hot plate heated by steam, or, as 
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shown in Fig. 20, an electric stove, which may be provided with a frac- 
tional rheostat for varying the amount of heat. If neither of these is 
available the extraction flask may be rested on a piece of asbestos paper 


Fic. 20.—The Soxhlet Extractor with Fic. 21.—Johnson Extraction 
Electric Heater. Tubes. 


supported by a lamp stand, the heat being supplied by an ordinary Bunsen 
burner. 

The degree of ebullition is so regulated as to allow the solvent to saturate 
the sample and siphon over into the flask F from six to twelve times an 
hour, the extraction being continued from two to six hours, or until all the 
ether-soluble material has been removed. Care should be taken also that 
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the rate of boiling and the rate of condensation are so regulated that no 
appreciable loss of reagent occurs during the extraction. A strong smell of 
ether perceptible at the top of the condenser indicates a loss. The solvent 
is recovered at the end of the extraction by disconnecting the weighing 
flask at a time when nearly all of the solvent is in the part S and before 
it is ready to siphon over. The weighing-flask is then freed from all 
traces of the solvent by drying first on the water-bath and then in the 
oven, after which it is cooled in the desiccator and weighed, the difference 
between this and the first weighing representing the weight of the fat or 
ether extract. 

The Johnson Extractor —This form of apparatus (Figs. 21 and 22) has 
the advantage of the Soxhlet extractor in that it is simpler and employs a 
much smaller amount of ether. The substance is contained in the inner 
tube of the extractor (Fig. 21), which is closed at the lower end by one 
thickness each of filter paper and cheese cloth, held tightly in place by 
means of a linen thread wrapped several times about the tube in the con- 
striction and tied in a fast knot. This inner tube properly prepared 
can be used over and over for extractions. The outer tube, also shown 
in Fig. 21, is of such a size that the inner tube fits loosely within it. A 
slight bulge on one side prevents trapping by means of the condensed 
solvent. The extraction flask is preferably of only 30 to 35 cc. capacity. 
It is attached to the extractor, as is also the extractor to the condenser 
tube, by means of a carefully bored cork stopper. For ordinary deter- 
minations of ether extract the outer tube should have an inside diameter 
of 26 mm. and the inner tube an outside diameter of 22 mm., only 8 to 
to cc. of the solvent being required. If, however, large amounts of material 
(25 to 50 grams) are to be extracted, the diameters may be made 32 mm. 
and 28 mm. respectively and a larger amount of solvent employed. 

Where only a few extractions are made, the heating can be performed 
over (but not on) a metal plate heated by a Bunsen burner, and the conden- 
sation effected by an ordinary Liebig condenser. If, however, a considerable 
number of extractions are carried out, the set apparatus shown in Fig. 22 
will be found convenient and also economical of space. It may be attached 
to the wall or placed at the back of a working desk. The heating, as shown 
in the cut, is effected by means of two steam pipes, but some form of elec- 
tric heater answers equally well. The case with glazed door prevents the 
radiation of heat. At the top is shown the multiple condenser consisting 
of a copper tank with block tin tubes. Water is introduced at the left 
and carried off at the right. 
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The solvent is best poured through the material, thus obviating in large 
degree the crawling of the extract. The door should be opened several 
times during the extraction and kept open for a few minutes for the pur- 
pose of rinsing down the sides of the tubes by means of the condensed 
vapors. ; 

Preparation of Solvents——In taking the so-called ether extract, some- 
times reckoned as fat, the solvent employed is either ethyl ether or the 
cheaper petroleum ether. Whichever reagent is employed, certain pre- 
cautions are necessary for the purity of the reagent. If ethyl ether is 
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Fic. 22.Johnson Multiple Extraction Apparatus with Heating Closet and Condenser. 


used, it should be entirely freed from moisture and alcohol by first shaking 
with water to remove the larger portion of the alcohol, allowing it to 
stand for some time over dry calcium chloride, and then distilling over 
metallic sodium. The ether thus prepared should be kept till used with 
sodium in the container, the latter being somewhat loosely corked, to allow 
escape of the hydrogen formed. 

Petroleum ether is variously termed benzine, naphtha, or gasoline. It 
should be low-boiling, preferably between 35° and 50°, and it is always 
best to redistil it before using, in order to be sure it is free from residue. 
As to the choice of the two reagents for use in fat extraction, it may be 
said that ethyl ether is the solvent most used, but if a large number of 
determinations are to be made, the lower cost of petroleum ether is to 
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Fic. 23.—Fractionating-still, Arranged for Petroleum Ether. Fic. 24.—A Convenient 
Form of Separatory 
Funnel. 
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be considered. A convenient still for fractionating such substances as 
petroleum ether is shown in Fig. 23. 

Extraction with Immissible Solvents.—It is frequently necessary to 
dissolve out a substance from a liquid by shaking it with an immiscible 
solvent, as, for example, in the extraction of certain preservatives from 
aqueous or acid solutions with ether, petroleum ether, or chloroform. 
This can be done by shaking in ordinary flasks, but is attended by some 
difficulty and loss on decantation. A separatory funnel of the type shown 
in Fig. 24 is almost indispensible for this kind of extraction. The liquid 
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Fic. 25.—Separatory Funnel Support. 


and solvent are transferred to the funnel, which is then stoppered and 
shaken. If the solvent is heavier than water, as in the case of chloroform, 
it is drawn off from beneath through the outlet-tube of the funnel, or, if the 
solvent is the lighter, as in the case of ether, the aqueous liquid lying 
beneath is first drawn off and finally the solvent is poured out through 
the top. If troublesome emulsions form when shaken, they may frequently 
be broken up by adding an excess of the solvent and again very gently 
shaking, or by careful manipulation with a stirring rod, or by centrifug- 
ing. If the solvent is ether, and an obstinate emulsion forms, it may 
frequently be broken by the addition of chloroform. Such a mixture of 
ether and chloroform sinks to the bottom and may be drawn off as in the 
case of chloroform alone. 
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A separatory funnel support, devised by Winton, is shown in F igaon. 
It serves for holding the separatory funnels while drawing from one into 
another, and also as a support for ordinary funnels. The two shelves 
are adjustable by means of thumbscrews. The holes in these shelves 
are somewhat wider than the slots, so that the separatory funnels after 
being introduced through the latter drop into position and are held firmly 
while manipulating the stop-cock. 

Winton attaches all stop-cocks and stoppers to the funnel by means of 
small brass chains, thus preventing breaking and interchange of these parts 
during washing. 

Determination of Nitrogen by Moist Combustion.—In thus determin- 
ing nitrogen, the organic matter is first decomposed by digestion with 
sulphuric acid and an oxidizer, the carbon and hydrogen being driven off 
as carbon dioxide and water respectively, while the nitrogen is converted 
into an ammonium salt, from which free ammonia (NH,) is later liberated «. 
by making alkaline. The ammonia is then distilled into an acid solution 
of known value and calculated by titrating the excess of acid. 

In the Kjeldahl process the oxidation is effected by means of a mercury 
compound, in the Gunning method, by potassium sulphate which forms 
the bisulphate with the acid. 

Neither method in its simplest form is applicable in the presence of 
nitrates; if these are present, a modification must be used. The Gunning- 
Arnold method (page 446) is employed for the determination of nitrogen 


in pepper, as the piperin is not completely decomposed by the usual 
processes. 


The Gunning Method.—Reagents: 


Standard alkali solution, N/to NaOH or NH4,OH.* 
Pulverized potassium sulphate. ® 

Sulphuric acid, concentrated, free from nitrogen. 
Sodium hydroxide, saturated solution. 

Standard acid solution, N/to H2SO4 or HC1.* 

An indicator, cochineal solution (page 28). 
Granulated zinc, passing a 1-mm. mesh. 


SO oo SSsSSSSSSSSSsssSSSssssSe 

* Winton employs standard acid of such a strength that 1 cc. is equivalent to 1% of 
nitrogen, working on a gram of material, and titrates back with standard alkali two and 
one-half times weaker than the acid. In order to insure accurate readings, burettes of 


narrow bore (1 cc.=2.6 cm.) are employed. The alkali burette is so graduated that a 


reading of 1 corresponds to 2.5 cc., thus allowing for the greater dilution. The advantage 
of this system is that the per cent of nitrogen is obtained by simply subtracting the alkali 
reading from the number of cc. of acid employed. 
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The digestion and distillation are preferably carried out in the same 
flask, which should be pear-shaped with flat or round bottom and made of 
moderately thick Jena glass. A convenient size has the following dimen- 
sions: length 29 cm., maximum diameter ro cm., tapering gradually to a 
long neck, which near the end is 28 mm. in diameter with a flaring edge. 
Its capacity is about 550 cc. 

Ii desired, the digestion may be conducted in a smaller hard-glass 
flask of about 250 cc. capacity and of the same shape as the above, 
and the distillation in an ordinary round-bottomed flask cf 500 cc. 
capacity. 

Introduce from 0.5 to 3.5 grams of the sample into the digestion-flask 
with ro grams of potassium sulphate and from 15 to 25 cc. of concentrated 
sulphuric acid. The flask is inclined over the flame and heated gently 
for a few minutes below the boiling-point of the acid till the frothing 

has ceased, after which the heat is gradually increased till the acid boils, 
and the boiling is continued till the contents have become practically 
colorless or at least of a pale straw color. Wire gauze may be interposed 
between the flask and flame, but a triangle or a similiar support is to be 
preferred. 

The contents of the flask are then cooled, and, if the digestion has 
been conducted in the larger flask suitable also for distilling, \s above 
recommended, 300 cc. of water are added and sufficient strong sodium 
hydroxide to make the contents strongly alkaline, using phenolphthalein as 
an indicator. If a separate flask is used for the distillation, the contents 
of the digestion-flask are transferred thereto with the water and the alkali 
added. A few pieces of granulated zinc should also be introduced, which 
by the evolution of gas prevents bumping and the sucking back of the 
distillate. The flask is then without delay connected with the con- 
denser, the bottom of which is provided with an adapter, dipping below 
the surface of the standard hydrochloric or sulphuric acid, a measured 
quantity of which is contained in the receiving-flask. The distillation is 
then continued till all the ammonia has passed over into the acid, this 
part of the operation requiring from forty-five minutes to an hour and 
a half. As a rule the first 250 cc. of the distillate will contain all the 
ammonia. 

The excess of acid in the receiving-flask is then titrated with standard 
alkali, and the amount of nitrogen absorbed as ammonia is calculated. The 
reagents, unless known to be absolutely pure and free from nitrates and 
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ammonium salts, should be tested by conducting a blank experiment with 
sugar, by means of which any nitrates present are reduced. Any nitrogen 
due to impurities should be corrected for. 

In purchasing sulphuric acid for nitrogen determination it is important 
to specify that it be ‘nitrogen-free’ as the so-called chemically pure acid 
often contains a considerable amount of nitrogen. 

Modification of Gunning Method to include Nitrogen of Nitrates.—In 
addition to the reagents used in the simpler Gunning method, sodium 
thiosulphate and salicylic acid are required. 

A mixture of salicylic and sulphuric acids is made in the proportion of 
30 cc. of concentrated sulphuric to 1 gram of salicylic. From 30 to 35 cc. of 
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Fic. 26.—Bank of Stills for Nitrogen Determination by Gunning Process. 


the mixture are added to the 0.5 to 3.5 grams of the substance in the di- 
gestion-flask, the flask is well shaken and allowed to stand a few minutes, 
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occasionally shaking. Then 5 grams of sodium thiosulphate are added, 
and Io grams of potassium sulphate, after which the heat is applied, at first 
very gently and afterwards increasing slowly till the frothing has ceased. 
The heating is then continued till the contents have been boiled practically 
colorless. From this point on, proceed as in the Gunning method. 

The Kjeldahl Method.—One gram of the air dry substance, or a propor- 
tionately larger amount of a moist or liquid substance, and 0.7 gram of 
mercuric oxide (or an equivalent amount of metallic mercury) are placed 
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in a 550-cc. Jena flask and 20 cc. of sulphuric acid added. The flask is 
placed in an inclined position over a Bunsen burner, and the mixture 
heated below boiling for 5 to 15 minutes or until the frothing ceases, after 
which the heat is raised until the mixture boils briskly. The boiling is 
continued until the liquid has become nearly colorless and for a half 
hour in addition. The lamp is then turned out, the flask placed in an 
upright position, and potassium permanganate slowly added with shaking 
until the solution takes on a permanent green or purple color. 

After cooling, 250 cc. of water are added, then 25 cc. of potassium 
sulphide solution (40 grams of the commercial salt in 1 liter of water), 
sufficient saturated sodium hydroxide solution to render the solution 
alkaline, and finally a few grains of granulated zinc, shaking the flask 
after each addition. Without delay connect with the distillation appa- 
ratus, and proceed as in the Gunning method. 
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Apparatus for Nitrogen Determination.—A bank of stills used by the 
author in nitrogen determination and in other processes is shown in Fig. 26. 

The digestion apparatus shown in Fig. 27a is that devised by Johnson, 
Winton, and Boltwood. The stand is of cast iron, with holes provided 
with three projections that support the flask. The lead pipe with holes 
for receiving the ends of the flasks serves to carry off the acid fumes. 
Sy has devised apparatus for sucking the fumes from the flask into water 
by means of a filter pump, thus dispensing with a hood. 
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Fic. 27b.—Johnson Distilling Apparatus for Nitrogen Determination. 


The Johnson distilling apparatus, with accessories by Winton, is 
hown in Fig. 27. The distillation tubes, except for the glass traps and 
bulb receiver tubes, are of block tin, and are cooled in a copper tank filled 
with water. The receivers for the distillate are ordinary pint milk 
bottles. 

At the left are two bottles with suspended tubes for measuring the 
potassium sulphide and sodium hydroxide solutions. 

Determination of Ammonia.—A weighed quantity of the finely 
divided sample, treated with ammonia-free water and made alkaline with 
magnesium oxide free from carbonate, is distilled into a measured quan- 
tity of standard acid (tenth-normal hydrochloric or. sulphuric acid) and 
the amount of ammonia determined by titration. 
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Determination of Protein Nitrogen.—Stutzer Method.*—Boil 0.5-2.0 

- grams of the sample, ground to pass a 1-mm. mesh, with 100 cc. of 1% 
acetic acid in 95% alcohol, cool, filter, and wash by decantation with warm 
alcohol. Heat the insoluble matter in the beaker with 100 cc. of water 
for Io minutes on a boiling water-bath with stirring, cool, and add copper 
hydroxide suspension (2% copper sulphate solution ‘containing 0.05% of 
glycerol, precipitated with an excess of sodium hydroxide, washed by decanta- 
tion with water containing 0.5% of glycerol, and finally suspended in 10% 
glycerol) sufficient to contain 0.3-0.4 gram of copper hydroxideas deter- 
mined by evaporation and ignition. Allow to settle, collect on a paper, wash 
with water, and determine nitrogen in filter and contents. In the absence of 
alkaloids heat directly with water and precipitate with the copper reagent. 

Determination of Nitrogen in Amino Acids.—Van Slyke Method.{— 
This method has proved valuable in physiological investigations and 
is useful in food examination in special cases. The manipulation is quite 
simple, but the apparatus is somewhat expensive. For further details 
reference should be made to Van Slyke’s original articles or Mathews’ 
Physiological Chemistry. 

Determination of the Various Carbohydrates.— Under title of ‘‘Cereals”’ 
in Chapter X are given in detail methods for separation and determination 
of sugar, starch, dextrin, crude fiber, etc. 

Detection of Poisons.—Metallic impurities present in foods incidental 
to their preparation, or as adulterants, are considered under title of foods 
liable to such adulteration. The detection of highly toxic substances, 
such as arsenic, corrosive sublimate, and alkaloids, added with criminal 
intent, comes within the province of the medico-legal chemist or toxicologist 
and is beyond the scope of this work. The methods involved are fully 
described in the treatises of Autenrieth { and Blyth,§ only those for 
arsenic, which occurs also as an accidental impurity, being here considered. 

Detection and Determination of Arsenic.—Methods of Solution.— 
Syrups, baking powders and other materials soluble in water or acid do 
not need preliminary treatment. Beer is treated as described in Chapter 
XV. Other methods of solution are as follows: 

1. Johnson-Chittenden-Gautier Method.||—This method is suitable 
for meat, vegetables, and the like, the proportion of acids used Eee 


* Jour. Landw., 29, 1881, p. 473- 

{ D. D. Van Slyke, Jour. Biol. Chem., 12, 1912, p. 275; 16, 1913, p. 121; 23, 1915, p. 408. 
t Detection of Poisons and Strong Drugs, trans. by Warren, Phila., 1905. 

§ Poisons, their Effects and Detection; London, 1906. 

|| Amer. Chem. Jour., 2, 1880-81, p. 250. 
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varied to suit conditions. Heat at 150°-160° C., in a porcelain dish, too 
grams of the finely divided material with 23 cc. of pure concentrated - 
nitric acid, stirring occasionally. When the mixture assumes a deep 
orange color, remove from the heat, add 3 cc. of pure concentrated sige 
phuric acid, and stir while nitrous fumes are given off. Heat to 180 
and add while hot, drop by drop, with stirring, 8 cc. of nitric acid, then 
heat at 200° till sulphuric fumes come off and a dry charred mass remains. 
Pulverize the mass, exhaust with hot water, filter, evaporate to small 
volume, take up in cold 20% sulphuric acid and treat by the modified 
Marsh or Gutzeit method. 

2. Sanger Method.*—Digest at room-temperature for some hours 
5 to 20 grams of the material in a casserole-with about an equal bulk of 


Fic. 28.—Marsh Apparatus for Arsenic. 


concentrated nitric acid, add 20 cc. of concentrated sulphuric acid and 
digest further at a gentle heat until the mixture begins to char. Add about 
2 cc. of nitric acid and heat until sulphuric fumes appear, repeating the 
addition of acid and heating until oxidation appears to be practically 
complete. Remove all nitric acid by dilution and evaporation to the 
fuming stage, then dilute with 4 volumes of water. At this point about 
twice the bulk of saturated sulphurous acid solution may be added and the 
evaporation repeated, thus reducing to the arsenious condition, but this | 
is not usually necessary. ‘ 
Methods of Determination.—t. Marsh Test.—The apparatus (Fig. 28) 
consists of a generating flask with funnel tube, a U-tube containing cotton 


* Proc. Am. Acad. Arts, Sci., 26, 1891, p. 24. 
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moistened with 10% lead acetate solution (to remove hydrogen sulphide), 
a calcium chloride drying tube, and a hard glass tube of 6 mm. bore, 


Fic. 29.—Bishop 
Apparatus for 
Arsenic. 


drawn down near the end to a uniform constriction 
about 4 cm. long and 1 mm. inside diameter and also at 
the very end to a narrow exit tube. The tube is sup- 
ported over a three-burner furnace the part in contact 
with the flame being wrapped with wire gauze. 

Introduce into the generating flask from 20 to 30 grams 
of arsenic-free stick zinc and a perforated platinum disk. 
to form an electric couple. Stopper and add through 
the funnel tube 20% sulphuric acid sufficient to start the 
reaction and drive out all air. When danger of explosion 
is over heat the tube to bright redness. After running 
the current long enough to prove the absence of arsenic 
in the reagents add slowly from the funnel tube the solu- 
tion of the material in 20% sulphuric acid or the solu- 
tion obtained by one of the foregoing methods containing 
about 20% of that acid, keeping a steady evolution of gas. 
When the flow slackens add 30% sulphuric acid and later 
40% acid until all arsenic has been expelled, which usually 
requires 2 to 3 hours. If no arsenic mirror forms in the 
constriction of the tube in one hour, further test may be 
abandoned. 

If more than o.1 mg. of arsenic appears to be present 
cut off the constriction from the tube and weigh it on an 
assay balance; then dissolve the arsenic in a solution of 
sodium hypochlorite. (antimony being insoluble), wash with 
water and then with alcohol, dry, cool, and weigh. The 
loss is arsenic. 

If the amount of arsenic is very small Sanger com- 
pares the mirror with a series of standard mirrors pre- 
pared in the same apparatus using quantities of a stand- 
ard solution containing from 0.005 to 0.05 mg. of 


AssO3. To prepare the standard solution 1 gram of pure As2O3 is dis- 
solved in arsenic-free sodium hydroxide, acidified with sulphuric 
acid, made up to one liter and 10 cc. of this stock solution further diluted — 


to 1 liter; 1 cc.=0.01 mg. AsgO3. . j 
2. Sanger-Black-Gutzeit Method.*—The apparatus (Fig. 29), devised 
by Bishop, consists of a 30 cc. salt-mouth bottle provided with three upright 


* Jour. Soc. Chem. Ind., 26, 1907, p. 1115. 
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tubes one above the other. The lower tube is 7 cm. long, 1 cm. in bore, and 
contains strips of filter-paper previously soaked in 5% lead acetate solution 
and dried. The middle tube is of the same size as the lower but shorter. 
It is loosely filled with cotton moistened with 1% lead acetate solution. 
The upper tube has a uniform bore of 2.5 mm. and is bent twice so that 
the upper end is vertical. In this tube is placed a strip of cold-pressed 
drawing paper 2 mm. wide which has been soaked in 5% alcoholic mur- 
curic chloride (or bromide) and dried. 

Place in the evolution bottle to grams of stick zinc, a few crystals of 
stannous chloride, a perforated platinum disk and from 2 to 5 grams of 
the material or else the extract of the charred or digested material pre- 
pared as described in the foregoing sections, containing about 20% of 
sulphuric acid. Add enough 20% (1:4) sulphuric acid to nearly fill the 
bottle, attach the three tubes and allow to react for 45 minutes. Com- 
pare the color on the sensitized strip with that of standard strips obtained 
with from 0.005 to 0.05 mg. of As2O3 in the same apparatus, using measured 
quantities of the standard solution described under the Marsh test. 

Colorometric Analysis.—Certain analytical processes depend on the 
formation of a compound of the substance to be determined having a 
definite color, and the calculation of the quantity present from the inten- 
sity of the color of the solution, compared with that of a solution contain- 
ing a known amount. The comparisons may be made in a special form 
of cylinder or in a colorimeter. ‘The latter has the advantage that a single 
solution of known strength serves within reasonable limits for matching 
any shade in the unknown solution, and for any number of determina- 
tions, the desired depth of the color being secured by varying the length 
of the column. 

Schreiner’s Colorimeter.*—This apparatus, shown in Fig. 30, consists 
of two graduated tubes (B), containing the standard and unknown colori- 
metric solutions, the height of the column of liquid in both tubes being 
changed by two immersion tubes (A), which remain stationary while 
the graduated tubes are raised or lowered in the clamps (C). The mirror 
D reflects the light through the tubes, and the mirror E reflects it again 
to the eye of the operator at P. 

In making the comparisons, the tube containing the solution of either 
known or unknown strength is set at a definite point, and the other tube 
is raised or lowered until the colors match. If R is the reading of the 
standard solution of the strength S, and 7 the reading of the colorometric 


solution of unknown strength s, then ae 
r 


* Tour. Am. Chem. Soc. 27, 1905, p. 1192. 
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If desired, standard slides of colored glass, such as accompany the 
Lovibond tintometer, may be used at G for matching the solution of un- 
. known strength, the value of these slides being 
|_ fre Wh aN T five Will determined by comparison with a standard 
=e solution. 

The Lovibond Tintometer may be used 
for colorometric chemical analysis, but is not 
so well suited for this purpose as the Schreiner 
colorimeter. It is especially designed for deter- 
mining the color value of liquid and solid 
technical products, such as beer, wine, oil, 
flour, paper, etc. 

The instrument itself is of simple construc- 
tion, consisting of an elongated box with an 
eyepiece at one end and two rectangular 
openings at the other, one for the solution or 
substance to be examined, the other for the 
standard glass slides used for matching the 
color. Light is reflected through the openings 
by means of a square piece of opal glass 
mounted on a jointed standard. Liquids are 
examined in rectangular cells with glass sides 
by transmitted light, while powders are pressed 
Fic. 30.—Schreiner’s Color into a form and examined by reflected light. 

meter with a Tube showing ; 5 
cee EM The standard slides used in general work 
are red, yellow, and blue in even graduation 
from .oo6 to 20 tint units which can be combined so as to produce any 
desired tint or shade of any color. The results are expressed in terms 
of standard dominant colors (red, yellow, and blue), subordinate colors 
(orange, green, and violet) obtained by combining equal values of two 
dominant colors, and neutral tint (black) obtained by combining equal 
values of the three dominant colors. Thus 
+ = 0,6R+5.6Y =0.60 +5.0Y 
0.08R+1.5VY +0.2B=0.08N +0.12G+1.3Y 
1.2R+1.0B=1.0V +0.2R 
in which R=red, Y=yellow, B=blue, O=orange, G=green, V =violet, 
N =neutral tint or black. 

Special slides may be obtained for the examination of any desired 
product. For example, slides of brown shades are furnished for beer, 
of yellow shades for oils, and so on. 
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CHAPTER V. 
THE MICROSCOPE IN FOOD ANALYSIS. 


Microscopical vs. Chemical Analysis——A very important means of 
identification of adulterants in many classes of food products is furnished 
by the microscope, which in many cases affords more actual information 
as to the purity of food than can be obtained by a chemical analysis. 
This is especially true of coffee, cocoa, and the spices, wherein the micro- 
scope serves to reveal not only the nature of the adulterants, but also not 
infrequently the approximate amount of foreign matter present. In the 
case of the cereal and leguminous products so commonly employed as 
adulterants, a microscopical examination is of paramount importance. 

The chemical constants of many of the adulterants of coffee and the 
spices do not always differ sufficiently from those of the pure foods in 
which they appear to be distinguished therefrom with accuracy and 
confidence by a chemical analysis alone. On the other hand, one who 
is familiar with the appearance under the microscope of the pure foods 
and of the starches and various ground substances used as adulterants, 
can, with certainty, identify very minute quantities of these materials, 
when present, with the same ease that one can recognize megascopically 
the most familiar objects about him. 

A chemical test may, for example, indicate the presence of starch, 
but it cannot reveal the particular kind of starch. The microscope will 
at once show whether the starch present is wheat or corn or potato or 
arrowroot, since these starches differ almost as much in microscopical 
appearance as do the physical characteristics of the grains or tubers from 
which they are obtained. Again, by a chemical analysis an abnormal 
amount of crude fiber may show the presence of a woody adulterant, 
but only the microscope will enable one to decide whether the impurity 
consists of sawdust, chaff, or ground nut shells. Not only in such in- 
stances as these is the microscopical examination of greater importance 
than a chemical analysis, but it is a much quicker guide. 

The Technique of Food Microscopy.—The recognition of adulterants 
by the microscope requires some experience but no more than may be 
acquired by a chemist who will give the subject serious attention. In 
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the examination of flour, commercial starch, cocoa, coffee, tea, and the 
spices for adulteration, a careful study of the powdered substance in tem- 
porary water mounting will in most cases prove sufficient to familiarize 
the food analyst with their characteristics under the microscope. In 
extended studies standard works on the microscopy of foods should be 
consu'ted. 

It is not necessary for him to familiarize himself with the details of 
section cutting, dissecting, or permanent mounting unless he so desires. 
Such details are given by Behrens,* Chamberlain, Gage,{ and Zimmer- 
man. § 

Microchemical methods of ana'ysis, a subject quite distinct from 
food histology, is fully treated by Chamot.|| 

Standards of Comparison.—For standards the analyst Stent provide 
himself with as complete a set as possible of the various materials to be 
examined, taking care that their absolute purity is established. Where- 
ever possible, he should grind the sample himself from carefully selected 
whole goods. These, together with samples of the starches and other 
adulterants, all of known purity, should be contained in small vials care- 
fully stoppered and plainly labeled, arranged alphabetically or in some 
equally convenient manner in the desk or table on. which the microscope 
is commonly used. The adulterants included in this set of standards 
should be not only those which experience has shown most liable to be 
employed, but any which, by reason of their character, might in the 
analyst’s opinion be used under certain conditions. 


APPARATUS. 

The Microscope-stand.—An expensive or complicated stand is un- 
necessary. The prime requisites for good work in a microscope-stand are 
firmness or rigidity, and accuracy in centering. An inexpensive stand 
possessing these features ‘can be used for the best work, providing the optical 
parts are satisfactory. It is well, if economy must be practiced, to purchase 
a simple stand provided with the society screw, and let the larger portion 
of the allowance go for a high grade of lenses, since many of the attach- 
ments inherent in a high-priced stand, though often of convenience, may 
well be dispensed with. 


* Guide to the Microscope in Botany. 

T Methods in Plant Histology. 

$ The Microscope and Microscopical Methods. 

§ Botanical Microtechnique. 

I| Elementary Chemical Microscopy, New York, 1915. 
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A stand of the so-called continental type (having the horseshoe base) 
is preferable. A square stage is rather more convenient than the circular 
form, and the jointed pillar possesses advantages over the rigid variety 
in ease of manipulation that are certainly worth considering. 

The smooth working of both the coarse and fine adjustments should 
not be lost sight of. If the microscope is to be used exclusively for food 
work, a substage condenser is unnecessary, hence the construction of the 


Fic. 31.—Continental Type of Microscope. 


substage may be very simple, unless bacteriological work is to be done 
as well. 


A nose-piece, while not indispensable, is a great convenience for the 
quick transfer of objectives. A’ double nose-piece carrying two objectives 
is ample for routine food work. 

The Optical Parts are by far the most important, and should be of 
superior quality, though not necessarily of the most expensive makers. 
The food analyst should have at least two objectives, one for high- and 
one for low-power work, and preferably two oculars. 

For the routine examination of powdered food substances the writer 
prefers a {-inch objective, used with a medium ocular, the combination 
giving a magnification of from 240 to 330 diameters, according to the 
ocular employed. For a low-power objective the 3-inch is a conven- 
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jent size. It is useful as a finder preliminary to examination with the 
higher power, and, in connection with a low-power eyepiece, is well adapted 
for the examination of butter and lard, and for use with the polariscope. 

An eyepiece micrometer mounted in an one inch ocular is indispen- 
sable for measuring starch grains and other elements. It is calibrated 
by means of a stage micrometer. 

The Micro-polariscope.—This accessory is useful in the identification 
of starches and other ‘ingredients, and for ascertaining whether or not 
fats have been crystallized. The polarizer is held below the stage, while 
the analyzer is applied above the objective, either in the tube or above 
the ocular. 


Fic. 32.—Polarizer and Analyzer for the Microscope. 


A common form of construction is one in which the substage is adapted 
to carry interchangeably the diaphragm tube and the polarizer. If the 
polariscope is much used, it becomes desirable to provide means for 
quickly changing the polarizer and diaphragm tube below the stage, and 
for moving the analyzer in and out of place above the objective. 
Winton* has devised a microscope-stand with this in view, especially 
adapted to the needs of the food analyst. Pe 

If the polariscope is to be used often, it is convenient to have within 
easy access two stands, one with the polariscope mounted in place in 
connection with low-power glasses ready for use, and the other stand 
wovided with the ordinary high- and low-power objectives only. 

Microscope Accessories include of necessity a large number of slides 
ind cover glasses. The latter should be No. 2 thickness, 2 inch, either 


round or square. , 
One or more dissecting-needles in holders and a small hand magni- 


fying-glass should also be provided. 


* Journal App. Microscopy, 2, Pp. 55° 
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Other useful accessories are a mechanical stage, a pair of fine tweezers, 
knives, scissors, and, if sections are to be cut, a plano-concave razor. 


MICROTECHNIQUE. 

Preparation of Vegetable Food Products for Microscopical Examina- 
tion.—The ground spices and cocoas of commerce are usually of the 
requisite fineness for direct examination without further treatment. Coffee, 
chocolate, starches, and similar products should be ground in a mortar 
fine enough to pass through a sieve with from 60 to 80 meshes to the inch. 

A small portion of the powdered sample is taken up on the tip of a 
clean, dry knife-blade, and placed on the microscope-slide. By means 
of a medicine-dropper a drop of distilled water is applied, and the wetted 


Fic. 33.-—Mechanical Stage for Microscope. 


powder is then rubbed out under the cover-glass between the thumb and 
finger to the proper fineness. 

The water-mounted slide thus prepared, while useful only for tem- 
porary purposes, has proved to be best adapted to the analyst’s require- 
ments for routine microscopical examination of powdered food products 
for adulteration, partly because water is the best medium in most cases 
for showing up the structural characteristics of these substances and their 
adulterants, and partly because it serves best for the “rubbing out” 
process between thumb and finger under the cover-glass, whereby the 
sample is brought to the requisite degree of fineness. 

Experience will soon show how far this rubbing out should be carried 
for the best effects. Gentle pressure should be applied, care being taken 
not to break the cover-glass, especially if the sample contain anything of 
a grittv nature. The rubbing should be continued till the coarser par- 
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ticles and overlying masses are separated and distributed uniformly, but 
if too long persisted in, the forms of the tissues, starch grains, and other 
characteristic portions will be partially destroyed and of too fragmentary 
a nature to be readily recognizable. 

Canada Balsam in Xylol is a useful mountant for the examination of 
starches with polarized light. In this medium, under ordinary illumina- 
tion, the starches are not plainly visible, since the refractive index of the 
two are nearly identical, but with crossed nicols the starch grains stand 
out clearly and distinctly in a dark background. If the material is not 
perfectly dry it should be soaked in absolute alcohol and then in chloroform 
or xylol until dehydrated. | 

Glycerin. — A mixture of equal parts of glycerin and water is 
perhaps the best medium for permanent mounts, but considerable skill is 
required to finish the preparation with cement on the edge of the cover- 
glass. 

Glycerin jelly is more readily handled by the beginner since no cement 
is required. 

Glycerin Jelly * is prepared as follows: 1 part by weight of the finest 
French gelatin is soaked two hours in 6 parts of distilled water, after which 
7 parts by weight of C. P. glycerin are added, and to each 100 parts of 
the mixture add 1 part of concentrated carbolic acid. Heat the mixture 
while stirring till flocculency disappears and filter through asbestos while 
warm, the asbestos being previously washed and put into the funnel 
while wet. The jelly is solid at ordinary temperatures, and must be 
warmed to melt. A small bit of this jelly is removed from the mass by 
a knife-blade and placed on the clean-slide, which is held over a gas flame 
till the jelly is melted. The powdered specimen being then shaken into 
the molten drop, the cover-glass is gently placed upon it (being brought 
down obliquely to avoid formation of air-bubbles) and pressed down in 
place. 
Microscopical Diagnosis.—It is never safe to pass judgment on a 
spice or other food by the microscopical examination of a single portion. 
Several slides should be prepared with bits of the powder taken from 
different parts of the mass, before the character and extent of the adultera- 
tion can be safely determined. Care should be. taken that the slide, the 
knife-blade, the water, and the medicine-dropper be perfectly clean and 
free from contamination with previous specimens. 

It should be borne in mind that at best a composite powdered sample 


* Botan. Centralbl., Bd. 1, p. 25. 
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is but a mechanical mixture of various tissues, and that no two portions 
will show exactly the same composition. 

Characteristic Features of Vegetable Foods under the Microscope.— 
The structural features of a powdered spice, examined microscopically, 
will be found to differ considerably in appearance from those of a thin, 
carefully mounted section of the same spice. Instead of the beautiful 
arrangement of cells and cell contents with the perfect order of various 
parts as seen in the mounted section, one finds in the powdered sample 
under the microscope what often appears to be a most confusing mass 
of fragments of various tissues. For this reason the most striking charac- 
teristics seem to vary with different observers, and it is a well-known 
fact that microscopists differ widely as to conceptions of size, shape, and 
ordinary appearance, even in the case of certain of the well-known starch 
grains. It is on this account that, irrespective of the description of others, 
the analyst should familiarize himself with the microscopical appearance 
of the foods with which he is dealing, as well as of their adulterants, form- 
ing his own standards as to what constitute the recognizable features, 
from specimens prepared by himself. 

In the large variety of ground berries, buds, tubers, barks, etc., from 
which the spices and condiments are prepared, as well as in the grains, 
legumes, shells, fruit stones, and other materials forming the most familiar 
adulterants, the kinds of plant tissues and cell contents which, under 
the microscope, serve as distinguishing marks or guides for identification 
are comparatively few in number. 

The most common of these varieties of cell tissue and of cell contents 
to be met with by the food microscopist in his work are briefly the follow- 
ing: 

Parenchyma.—This is most abundant and widely distributed, forming 
as it does the thin-walled, cellular tissue of nearly all vegetable food sub- 
stances. The walls of parenchyma cells are, as a rule, colorless and 
transparent. The forms of the cells are varied and are often sufficiently 
characteristic in themselves to identify the substance under examination. 

Sclerenchyma, or stone cells, are the thick-walled woody cells forming 
the hard part of nut shells, fruit stones, and seed coverings, occurring alsa 
in some fruits and barks. These cells are more often colored and of 
various shapes but almost always irregular, sometimes elongated, as in 
cocoanut shells and olive stones, occasionally nearly rectangular, as in 
pepper shells, and sometimes polygonal or nearly circular. 

In appearance the sclerenchyma cell commonly has a more or less 
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deep, central or axial cavity, from which small fissures extend through 
the thick walls. See Fig. 35. 


Variously shaped sclerenchyma cells are found in allspice, cassia, 
1 _9 Rapes 


Fic. 34.—Typical Forms of Various Cell Tissues. Longitudinal section through a clove, 
showing: Pp, two forms of parenchyma; B, bast fibers; g, vascular and sieve 
tissue; KK’, cells with calcium oxalate crystals. (After Vogl.) 

pepper, clove stems, nut shells, etc. Stone cells are optically active to 

polarized light, and between crossed nicols are very conspicuous by their 

bright appearance. 


layer of the fruit shell of black pepper. (After Vogl.) 


Fibro-vascular Bundles are composed of three parts: the bast fibers, 
or mechanical elements, the phloem, and the xylem. 
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Bast Fibers are elongated, pointed cderenthene cells, of which fae 
fibers are examples. 

Sieve Tubes, the characteristic elements of the phloem, are thin- 
walled tubes with perforated partitions known as sieve plates. 

Vessels or Ducts occur in the xylem. They are designated as 
spiral, annular, reticulated, or pitted, reg to the nature of the - 
walls. 

Corky Tissue, or Suberin, constitutes the thin-walled, spongy cells 
forming the protective, outer dead layers of the bark. ‘This is found 
in cassia, and in the barks used as adulterants. Suberin is tested for by 
potassium hydroxide (p. 80). neat 

Starch wherever it occurs furnishes the most charac- 
teristic feature of the cell contents, and, as a rule, will at 
once indicate under the microsccpe, by the shape and ES 
grouping of its granules, the particular substance of which 
it forms apart. It is very abundantly distributed through- 
out the vegetable kingdom and occurs in a wide variety of 
forms. It is particularly conspicuous when viewed ee Re 
polarized light. Between crossed nicols such starches | 
as corn, potato, and arrowroot show out brightly from 
a dark background with dark crosses, the bars of which F!%- 36. —Reticula- 
intersect at the hilum of each granule. When a selenite witatate . 
plate is introduced above the polarizer, a beautiful play of colors is 
seen with various starches, a phenomenon which Blyth applies as a 
means of identification and classification, but which more modern micro- 
scopists regard as of minor importance to distinguishing the various 
starches morphologically. Starch is found naturally in the cereals, legumes, 
and many vegetables, in cassia, allspice, nutmeg, pepper, ginger, cocoa, 
and turmeric. The cereal and leguminous starches from their inertness 
and cheapness constitute the most common adulterants of the spices and 
of powdered foods in general. Starch grains are found in the cells of the 
parenchyma and in other cellular tissues. Jodine is the special reagent 
(p. 78). 

Gums and Resins occur in characteristic forms among the cell contents 
of some of the spices. As an example, the portwine-colored lumps of gum 
in allspice furnish one of the most ready means of recognizing that spice 
microscopically. Resin is tested for microchemically with alkanna tincture 


(p. 79)- 
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' Aleurone or Protein Grains are found in many seeds, but are not 
especially characteristic. They somewhat resemble small starch grains. 
Most varieties of protein grains are soluble in water, but some are insoluble. 
The soluble varieties, which are not apparent in water-mounted specimens, 
must be examined in absolute alcohol, glycerin, or oil. In leguminous 
seeds aleurone occurs closely intermingled with starch in the same cells, 
while in the cereals it occupies the whole cell. 

Protein grains are tested for under the microscope by iodine in potas- 
sium iodide, which turns them brown or yellowish brown, and by Millon’s 
reagent, which colors them brick red. 

Plani Crystals are not uncommon in the class of substances which 
the food analyst examines. Among the common forms are the piperin 
crystals found in pepper. Calcium oxalate occurs in many vegetable 
products as prismatic crystals, crystal aggregates, or needle-shaped 
crystals (raphides). 

Crystals of calcium carbonate are sometimes met with also, as, for 
example, in hops. Calcium oxalate crystals are insoluble in acetic acid, 
while being readily soluble in dilute hydrochloric. Calcium carbonate 
crystals are soluble with effervescence in both acids. The acid reagents 
are directly applied to the sample in water-mount under the cover-glass, 
and the reaction observed through the microscope. 

Fat Globules are of common occurrence in many foods and appear of 
various sizes, sometimes large and conspicuous, and again almost lost 
sight of because of their minuteness. They are sometimes colorless, as in 
mace, and sometimes deeply tinted, as in cayenne. Alkanna tincture is 
used as a reagent for fat (p. 79). 

Other Cell Contents of less importance, but which may be identified by 
the microscope with reagents, are tannic acid (tested for by chloriodide 
of zinc and ferric acetate (pp. 78 and 79), and various essential oils, for 
the detection of which alkanna tincture is employed. 


REAGENTS IN FOOD MICROSCOPY. 


Unless a more extended microscopical investigation of vegetable food 
substances is contemplated than is involved in the mere identification of 
adulterants, the analyst will have little need for reagents other than iodine 
in potassium iodide, chloral hydrate solution, and potassium hydroxide 
solution, the last two for clearing, but will depend almost entirely on the 
form and appearance of the various tissues or tissue fragments, as well 
as on the abundance, shape, and distribution of such distinctive cell con- 
tents as the starches, fat globules, or crystals. 
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Analytical reagents are applied to the water-mounted sample by means 
of a glass rod or pipette, with which a drop of the reagent is deposited 
on the sample upon the slide, having previously vemoved the cover, 
which is afterwards replaced. Or, without removing the cover-glass, a 
drop of the reagent is placed in contact with one side of it on the slide. 
Along the opposite side of the cover is then placed a piece of filter-paper. 
The latter withdraws by capillary attraction a portion of the water from 
under the cover-glass, and this is replaced by the reagent, which thus 
intermingles with the particles of the substance. 

The following reagents include those needed in routine work as well 
as some others suited for studies of the general nature of tissues and cell 
contents. 

A. Analytical Reagents.—Iodine in Potassium Iodide—Two grams 
of crystallized potassium iodide are first dissolved in 100 cc. of distilled 
water and the solution is saturated with iodine. 

This reagent is indispensable for the identification of starch, especially 
when the latter is present in minute quantities. Starch granules when 
moistened with water are turned blue by iodine, the reaction being exceed- 
ingly delicate under the microscope, even when the starch granules are 
very minute and insignificant without the reagent. 

Iodine in connection with sulphuric acid is also useful in distinguishing 
pure cellulose from its various modifications, such as lignin and suberin. 
For this purpose the water-mounted sample is first permeated with the 
iodine reagent, after which concentrated sulphuric acid is applied, with 
the result that all pure cellulose is turned a deep-blue color, while the 
modified forms of cellulose are colored yellow or brown. The cellulose 
is first converted by the sulphuric acid into a carbohydrate isomeric with 
starch, known as amyloid. 

Protein grains are colored brown or yellow brown by the action of 
iodine. 

Chloriodide oj. Zinc.—Pure zinc is dissolved in concentrated hydro- 
chloric acid to saturation, and an excess of zinc added. The solution is 
then evaporated to about the consistency of concentrated sulphuric acid, 
after which it is first saturated with potassium iodide, and finally with 
iodine. 

This reagent may be used instead of sulphuric acid and iodine for the 
detection of cellulose, since the zinc chloride converts the cellulose into 
amyloid, which the reagent colors blue. 

Chloriodide of zinc is useful for detecting tannic acid in cell contents. 
For this purpose the above reagent is much diluted by the addition of 
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a 20% solution of potassium iodide. In this diluted form, when applied 
to the sample, a reddish or violet coloration is imparted to cell contents 
having tannin. 

Phenol-hydrochloric Acid is prepared by saturating concentrated 
hydrochloric acid with the purest crystallized carbolic acid. Wood fiber, 
or lignin, when treated with a drop of this reagent under the cover-glass, 
and exposed for half a minute to the direct sunlight, will be colored an 
intense green, which quickly fades. 

Indol.—Several crystals of indol are freshly dissolved in warm water. 
Lignified cell walls assume a deep-red color, when the specimen to be 
examined is treated first with a drop of the indol reagent, and afterwards 
washed with dilute sulphuric acid, 1:4. 

Millon’s Reagent.—This is prepared by dissolving metallic mercury 
in its weight of concentrated nitric acid, and diluting with an equal volume 
of water. This reagent, which should be freshly prepared, is of use in 
testing for protein compounds, which turn brick red when treated with it, 
especially on gently warming the slide. 

Tincture of Alkanna.—A 70 or 80% alcoholic extract of alkanna root, 
when kept in contact with resins, fixed oils, fats, or essential oils for a 
short time, stains these cell contents a lively red. The staining is hastened 
by the aid of heat. Essential oils and resins are soluble in strong alcohol, 
while fixed oils and fats are insoluble, hence the distinction between these 
classes of cell contents may be made by the application of alcohol to the ~ 
alkanna-stained specimen. 

Ferric Chloride, Ferric Acetate, or Ferric Sulphate, used in dilute aqueous 
solution, are all applicable as reagents for tannic acid, which, when present 
in appreciable amount, will be colored green or blue by either of these 
reagents. 

B. Clarifying Reagents.—Many of the harder cellular tissues are too 
opaque for careful examination, and may be rendered transparent by clarify- 
ing or bleaching. The simplest and for many purposes the most satis- 
factory method for clearing the tissues is by boiling a water mount, replacing 
the water lost by evaporation. Proceeding in this manner, there is ordi- 
narily no danger of the slide or cover-glass breaking; if the boiling is 
carried out without a cover-glass, the slide is almost sure to break. A 
portion of the powdered sample is either boiled with a drop of the reagent 
under the cover-glass or is allowed to soak for hours or even days in the 
reagent, using a drop of the same reagent as a medium for examination 
on the object-glass, instead of water. The clarifying reagents most com- 
monly used are the following: 
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Chloral Hydrate-—A 60% solution. 

Ammonia.—Concentrated, or 28% ammonia is commonly used. 

Potassium Hydroxide, used in various degrees of concentration, often 
in dilute solution, say 5%. This reagent, added to a water mount, 
causes swelling of the cell wall, and dissolves intercellular substances 
and protein. It bleaches most of the coloring matters, destroys the 
starch, and forms soluble soaps with the fats. Potassium hydroxide is 
also used in testing for suberin, which is extracted from corky tissue 
on boiling with the reagent, and appears as yellow drops. 

Schultze’s Macerating Reagent (concentrated nitric acid and chlorate of 
potassium) is best used by placing the powder or bit of tissue to be treated 
in a test-tube with an equal volume of potassium chlorate crystals, adding 
about 2 cc. of concentrated nitric acid, and warming the tube till bubbles 
are evolved freely, or until the necessary separation of cells is effected. 
The sample is then removed and washed with water. 

By this treatment, bast and wood fibers as well as stone cells are 
readily separated from other tissues. 

Cuprammonia (Schweitzer’s Reagent).—This is prepared by adding 
slowly a solution of copper sulphate to an aqueous solution of sodium 
hydroxide, forming a precipitate of cupric hydroxide, which is separated 
by filtration, washed, and dissolved in concentrated ammonia. It should 
be freshly prepared, and is never fit for use unless it is capable of immediately 
dissolving cotton. Indeed its chief use is as a test for cellulose, which it 
readily dissolves. In observing this reaction under-the microscope, the 
powdered specimen under the cover-glass should be only slightly damp 
before a drop of the fresh reagent is applied. The cell walls are seen to 
swell up and gradually become more and more indistinct, till they finally 
disappear. 

Cuprammonia is also used as a test for pectose, which occurs in many 
cell walls, often intermixed with cellulose. When treated with this reagent, 
cellular tissue containing pectose is acted upon in such a manner that 
a delicate framework of cupric pectate is sometimes left behind, after the 
dissolution of the cellulose with which it is mingled.* 


PHOTOMICROGRAPHY. 

The photomicrograph serves as a simple means of keeping perma- 
nent records of unusual forms of adulteration encountered in the course 
of routine examination. Besides this, the photomicrograph has at 
times proved its usefulness as a means of evidence in court, showing as it 
does with faithfulness the presence of a contested adulterant. It is true 


* Poulsen, Botanical Micro-chemistry, p. 15. 
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that from an artistic and didactic standpoint the photomicrograph of a 
powdered sample is often disappointing, due to the fact that ordinarily 
much of the field is out of focus, unless a very simple homogeneous sub- 
ject is photographed, as, for instance, starch. As compared with the care- 
fully prepared drawing of a section, which shows minute details of struc- 
ture, the photomicrograph portrays what happens to be in focus. 


SUMMARY OF MICROCHEMICAL REACTIONS FOR IDENTIFYING 
CELLULAR TISSUE AND CELL CONTENTS. BASED ON BEHRENS’.* 
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* Mi i vestigation of Vegetable Substances, page 356. | Z 
+ aia eb iaee Seen eahecia forms masses of ceric acid, soluble in ether, alcohol, or 


chloroform. 
While the analyst examines microscopically the ordinary powdered 


spice, for example, he constantly moves with his hand the fine adj ustment- 
screw, bringing into focus different parts of the field successively. This 


82 FOOD INSPECTION AND ANALYSIS. 


he does unconsciously, so that he does not realize how far from flat the 
field actually is till he undertakes to photograph it, when, as a rule, only 
a small portion is in good focus. It is therefore impossible in one photo- 
graph to show successfully many varied forms of tissue or cell contents 
in the powder, but separate photographs should be made as far as possible 
with only a little in each. Thus, for example, with a composite subject 
like powdered cassia bark, it would be very difficult to show starch, stone 
cells, and bast fibers in one field, all in equally good focus, and, for the best 
results only, one, or at most two, such varied groups of elements should be 
shown in one picture. 

Appurtenances and Methods of Procedure——The temporary method 
of water-mounting employed by the analyst in routine examination pre- 
sents many difficulties from a photographic point of view. The vibrating 
motion of the particles is very annoying, and some skill is required in using 
just the right amount of water, in avoiding air-bubbles, in waiting the 
requisite amount of time before exposing the plate for the vibratory motion 
to cease, and, on the other hand, avoiding too long delay, which would 
result in the evaporation of the water, and the consequent breaking up of 
the field. In the writer’s experience, however, in spite of these difficulties, 
the water-mounting gives decidedly the clearest results, and, with patience 
on the part of the operator, it is inmany ways the most desirable method of 
mounting for photographic purposes. It is in fact the method employed in. 
making most of the photomicrographs of powdered specimens that appear 
in the plates at the end of this volume, though a few were mounted in 
glycerin jelly, and the starches for the polarized-light pictures in Canada 
balsam. The sections of tissues shown in the plates were mounted some 
in glycerin and others in glycerin jelly. - 

Experience has shown that two degrees of magnification well cal- 
culated to bring out the chief characteristics of the spices and their adul- 
terants in a photomicrograph are 125 and 250 diameters. The starches, 
which are the most common of any one class of adulterants, vary very 
widely in the size of their granules. With these the larger magnification 
of 250 has been found satisfactory, while the general appearance of the 
composite ground-spice itself under the microscope, as well as that of 
such adulterants as ground bark, sawdust, chicory, pea hulls, and the 
like, is best shown with the lower power of 125.* 


# The degrees of magnification adopted in the originals of most of the photomicrographs 
illustrated in the accompanying plates are accordingly 125 and 250, but in the process of 
lithographing, the photographs were slightly reduced, so that the actual scales in the Tepro< 
duction are 110 and 220 respectively. 
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The object, mounted in the manner above described, is best examined 
when held in a mechanical stage, furnished with micrometer adjust- 
ments, in such a manner that a typical field may be selected and held 
in place long enough to photograph. 

The Camera.—This need not of necessity be complicated, but may 
consist simply of a horizontal wooden base on which the microscope 


Fic 37a.—A Convenient Photomicrographic Camera. ; 
rests, and an upright board firmly secured to the base, carrying a frame 
for an interchangeable ground glass and plate-holder, with a rubber 
gauze skirt hanging from the frame, adapted to be gathered and tied 
about the top of the microscope-tube. Means are further provided, as 
by a slotted guide and screw, for adjusting the frame at any desired height 
on the upright board.* ee 

A more convenient form of apparatus now employed by the writer is 
that shown in Figs. 37a and 376. 


* Such a contrivance as this was employed in making some of the accompanying photo- 


micrographs. 
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The base is a solid iron plate upon which the microscope rests (any 
microscope may be used with this camera), and above which the camera 
bellows is supported on two solid steel rods. The bellows is supported 
at either end on wooden frames. 

The ground glass is provided with a central transparent area, formed 
by cementing a cover-glass upon the ground glass, and permits the accurate 
focusing of the most delicate detail by means of a hand magnifying-glass. 
The vertical rods supporting the bellows are attached to metal arms, 
immovably fixed to a horizontal axis, thus permitting the camera to be tilted 


Fic 37b.—Photomicrographic Camera in Horizontal Position 


to any angle from vertical to horizontal. It is fixed at the desired angle by 
means of heavy hand-clamps. 

In use the camera is placed in a vertical position and the microscope 
adjusted on the base so that its tube will coincide with the opening in 
the front of the camera. ‘The connection between microscope and camera 
is made light-tight by means of a double chamber, which permits consider- 
able vertical motion of the tube of the microscope without readjustment. 
A jointed telescoping rod is attached to the upper end of the camera to 
act as a support, giving perfect steadiness when in a horizontal position, 
and folding down parallel with the bellows so as to be out of the way 
when in any other position. 

Amplification—The vertical rods are graduated in inches for deter- 
mining the amount of amplification, and to show when the ground glass 
is at right angles to the optical axis. The following simple rule for deter- 
mining the amount of amplification will give sufficiently accurate results. 
When photographing without the eyepiece, divide the distance of the 
ground glass from the stage of the microscope in inches, by the focal length 
in inches of the objective used. When photographing with the eye- 
piece, proceed as above and multiply the result by the quotient obtained 
by dividing 10 by the focus in inches of the eyepiece used. 
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Adjustment and ManipulationThe microscope can be placed in 
any position desired, and the camera adjusted to it. The bellows can then 
be raised and the microscope used as though no camera were present. 
When an object is to be photographed, the bellows may be slid into posi- 
tion without in any way disturbing the arrangement of light or object, 
the final focusing on the ground glass being effected quickly by means of 
the fine adjustment-screw of the microscope. The exposure having 
been made, observation through the microscope may be continued with- 
out interruption by simply raising the bellows again. 

When a water-mounted specimen is to be photographed, the camera 
and microscope tube should be vertical instead of inclined as shown in 
the cut. 

The camera is best kept in a dark room where the exposures are to 
be made, the source of light being a 16- or 32-candle-power electric lamp, 
preferably provided with a ground-glass bulb. The light from this lamp 
is first carefully centered by moving the reflector of the microscope. 

In making pictures, for instance, of the magnification of 250 diameters, 
the objective, having an equivalent focus of 4 inch, may be used in 
combination with the one-inch ocular, with the ordinary tube length of 
microscope. For a lower power, such as 125 diameters, the same objec- 
tive is employed, but the eyepiece is left out, it being found necessary 
in this case to remove the upper tube of the microscope, which ordinarily 
carries the eyepiece, as otherwise the size of the field to be photographed 
would be restricted. In each case a diaphragm is used in the microscope 
stage, having an opening of about the same size as that of the front lens 
of the objective. By means of a stage micrometer scale, the proper posi- 
tion of the camera back is previously determined to give the required 
magnification. 


CHAPTER VIL 
THE REFRACTOMETER. 


THE refractive index ranks in importance with the specific gravity 
as a means of determining the identity and purity of various food 
products, as well as of estimating the percentage of valuable constituents. 
Various forms of refractometer are used in food analysis. 

The Abbé refractometer is of general application in determining 
the refractive index of fats, fatty oils, waxes, and essential oils, in esti- 
mating the solids in saccharine substances, and in other analytical opera- 
tions. It employs but a few drops of the material, and reads the refractive 
index directly, using ordinary white light. 

The immersion refractometer, an instrument of recent introduction, 
is suited for the examination of milk serum to detect added water 
therein, the detection and determination of methyl alcohol in ethyl 
alcohol, and the standardization of a wide variety of solutions. The 
instrument is immersed directly in the liquid to be examined, the degree 
of refraction being indicated on an arbitrary scale. 

The Pulfrich is used with the sodium light, and requires a larger 
amount of material than the Abbé, the liquid being held in a cylinder 
above the prism. The scale reading is in angular degrees, from which 
the index of refraction is calculated by a formula or from a table. The 
instrument is provided with a temperature-controlling apparatus. 

In the Amagat and Jean or oleo-refractometer, an outer and an inner 
cylinder are respectively filled with an oil of known value or purity, and 
with the oil to be examined. By the comparative displacement to the 
right or left of a beam of white light passing through both cylinders, the 
displacement being read in degrees on an arbitrary scale, the refraction 
of an oil may be measured. Two oils may thus be readily compared 
under the same conditions, one of known purity, for example, with a 
doubtful sample of the same kind. 

The butyro-refractometer and the Wollny milk fat refractometer (p. 126) 
are, as their names imply, instruments primarily intended for more restricted 
fields of work than the foregoing. They involve the same principle as 
the Abbé, but are simpler in construction and have arbitrary scales. 

Unless such widely varying substances as the waxes and the essential 
oils are to be studied, the Zeiss butyro-refractometer, though primarily 
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intended for the examination of butter and lard, answers most of the 
purposes of the Abbé instrument with the advantage of greater sim- 
plicity, being equally well adapted for examining all the common edible 
oils and fats, as well as other materials. 


THE ZEISS BUTYRO-REFRACTOMETER, 
This instrument (shown in Fig. 38) is so constructed that the degree 
of refraction of a beam of light, which passes obliquely through a thin 
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Fic. 38.—The Zeiss Butyro-refractometer. 


film of the fat, is read on an arbitrary scale of sufficient extent to cover 
the widest ‘limits of deviation possible for butter fat and oleomargarine 
under ordinary temperatures. cas 
The graduation is in divisions from 1 to Ioo, covering a variation in 
refractive indices of from 1.4220 to 1.4895. A and B are the two hinged 
hollow portions of the prism casing of the instrument, so arranged that 
when closed together the melted fat is held in a film of sufficient thickness 
between the two opposed transparent prism surfaces, the beam of light, 
either diffused daylight or lamplight, being reflected through it by means 
of the mirror J. The transparent scale is within the telescope tube at 


the height indicated by G. 
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The refractometer is connected to any kind of heating arrangement, 
which admits of warm water being transmitted through the prism casing, 
in at D and out at E. A simple arrangement, which suffices for all 
ordinary cases, may expeditiously be improvised in the following manner: 
Fill a vessel of say 2 gallons capacity with water of 40° to 50°C. Into 
this vessel dip the free end of an india-rubber tube slipped over the nozzle 
D and let the vessel be placed at a height of about one-half or one yard 
above the refactometer. Then it will be seen that suction at a tube 
attached to E will cause the warm water to flow through the prism casing 
by the action of the siphon arrangement. By means of a pinch clip the 
_ velocity of the water may be regulated~at will. The waste water 
may be allowed to flow into a second vessel and, provided its tem- 
perature does not fall below 30°, it may be used for replenishing the 
upper vessel. 

When working with solid fats, a temperature must be maintained 
by the heated water well above the melting-point of the fat. With 
liquid oils no heater is necessary, as determinations may be made at 
room temperature, but it is advisable in all cases to have a constant stream 
of water passing through the water jacket, which may be done by directly 
connecting it with the water faucet in the case of oils, since, without such 
precautions to insure even temperature, disturbing variations are liable 
to occur, due to the warming of the prisms by the manipulation of clean- 
ing, etc. 

Refractometer Heater.—A regular heater, shown in Fig. 39, is furnished 
by the manufacturers, capable. of supplying a current of water of approx- 
imately constant temperature, and will be found of great convenience when 
the instrument is to be used constantly, especially with the solid fats. 

A supply reservoir A is secured to the wall and is connected by means 
of a rubber inlet tube G to the water faucet C. The reservoir is provided 
with a waste overflow pipe and with an outlet tube D, the flow through 
the latter being regulated by the cock H. The tube D leads to the spiral 
heater /ZS, which is heated by a Bunsen burner. From the heater the 
tube # conducts the warm water through the refractometer, from which 
it flows through the tube F, either directly into the sink, or into the inter- 
mediate vessel B. The temperature of the water is regulated by adjust- 
ing the cock H, and the height of the flame of the Bunsen burner. 

Manipulation of the Butyro-refractometer.—The prism casing is first 
opened by giving about half a turn to the right to the pin F, Fig. 38, 
until it meets with a stop. Then simply turn the half B of the prism 
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casing aside. Pillar H holds B in the position shown in Fig. 38. The 
prism and metallic surfaces must now be cleaned with the greatest care, 
the best means for this purpose being soft linen, moistened with a little 
alcohol or benzine. 

If the sample to be examined is a solid fat, maintain the temperature 
above the melting-point, and apply by a glass rod a drop or two of the 
clear melted fat (filtered if turbid) to the surface of the prism contained 
in the casing B. For this purpose the apparatus should be raised with 


Fic. 39.—The Zeiss Heating Apparatus for all Forms of Refractometer. Shown in the 
cut in connection with the Pulfrich refractometer. 


the left hand so as to place the prism surface in a horizontal position. 
A liquid oil is directly applied in the same manner without preliminary 
precautions as to heating. Now press B against A, and place F by 
turning it in the opposite direction, in its original position; thereby B 
is prevented from falling back, and both prism surfaces are kept in close 
contact. Place the instrument again upon its sole plate. 

While looking into the telescope, give the mirror J such a position as 
to rendey the critical line, which separates the bright left part of the field 
from the dark right part, distinctly visible. It may also be necessary 
to move or turn the instrument about a little. First it will be necessary 
to ascertain whether the space between the prism surfaces be uniformly 
filled with oil or fat, failing which the critical line will not be distinct. 
For this purpose examine the rectangular image of the prism surface 
formed about 1 cm. above the ocular with a hand magnifier or with the 
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naked eye, placing the latter at its proper distance from the ocular. 
Finally adjust the movable front part of the ocular so that the scale 
becomes clearly visible. 

By allowing a current of water of constant temperature to flow through 
the apparatus some time previous to the taking of the reading, the at first 
somewhat hazy critical line approaches in a short time, generally after a 
minute, a fixed position, and quickly attains its greatest distinctness. 
When this point has been reached, note the appearance of the critical 
line (i.e., whether colorless or colored, and in the latter case of what color) ; 
also note the position of the critical line on the centesimal scale, which 
admits of the tenth divisions being conveniently estimated; at the same 
time read the position of the thermometer. 

Testing the Adjustment of the Ocular Scale.—It is imperative that 
the adjustment of the instrument be tested periodically, and in particular 
when it is being used for the first time. This may be done by means 
of the standard fluid supplied with the instrument, the critical line of 
which is approximately colorless, and must occupy the following positions 
in the scale. 


Temper- Scale Temper- Scale Temper- Scale Temper- Scale 
ature. Division. ature. Division. ature. Division. ature. Division. 
30° 68.1 25o 71.2 20°) 7a Too 
29° 68.7 24° 71.8 19° 74-9 - 14° 9 
28° 69-3 Age viareAl 18° eS gh 78.6 
py fe 70.0 B27 73-0 ep 76.1 120 79-2 
26° 70.6 EO 73-6 16° 76.7 r1° 79-8 
Ze yee 20> 74-3 ioe ies 10° 80.4 


The fractional parts of a degree can accordingly easily be brought 
into calculation (0.1=0.06 scale div.). Deviations of 1 to 2 decimals 
of the scale divisions are of no consequence, and are in most cases due 
to inexact determinations of temperature. Should, however, careful 
tests result in the discovery of greater deviations, readjustment of the 
scale will be necessary, which may be effected by means of a watch-key 
supplied with the instrument, in accordance with the values given in 
the above table. The watch-key is inserted at G in Fig. 38, and by its 
means the position of the objective, and therefore that of the critical line 
with respect to the scale may be altered. 

Transformation of Scale Divisions into Indices of Refraction—The 
following table, adapted from that of Pulfrich, enables one to convert 
scale readings on the butyro-refractometer into indices of refraction, 
and vice versa: 


Np) 
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EQUIVALEN?TS OF INDICES OF REFRACTION AND BUTYRO-REFRAC: 
TOMETER READINGS. 


Refrac- Fourth Decimal of np, 

tive 

Index, ai iaiitial kc a a, ca i | ci ee 
2p. 0 | 1 | : 3 4 5 6 | | 8 | 9 

SCALE READINGS. 

1.422 0.0 OnE 0.2 0.4 0.5 0.6 Oxy, 0.9 1.0 Tek 
1.423 ree I.4 De T20 re I.9 2.0 eit he} Beal 
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1.426 | 5.0 5-1 5-2 5-4 5-5 5-6 5-7 5-9 6.0 | 6.1 
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1.428 fas 70 Hea 7-9 8.0 8.1 8.2 8.4 SEs 8.6 
1.429 | 8.7 8.9 | 9.0 | 9.1 Q-2 9-4 | 9-5 9-6 | 9-8 | 9-9 
I.430 | 10.0 IO.I 10.3 10.4 TONS 10.6 10.7 10.9 peak ||) Suishe 
TEAGE E03 DEAS eho 5 ia) || aiesey |) PRG) Osh |) IL WA BY || eA) 
to4s2a 52.6 D2, 12.8 12.9 13.0 3) 13). Tigres TOM era a7 
Pete ese om et Om met4et eat 2enleet4eAulaT4 56 i TA. Os araey 8) STA cOM Tso 
DeAsa ye cea 123 Toe Ls <5 15-6 15-8 ESE TOLOM ee On2 ner OR? 
E435 |, ZOLA 16.6 16.7 16.8 17.0 Te7 ot 17-2 eth |i aibpky oP Ke 
LeAgO days R7EOa | LOsO. | eLO.2 Medogs) ll aes, | atest aoa) lL ate\ SS} seh.60) 
signee Ile Waeyaue 19-2 19-3 19-5 19.6 19-7 HOS | AC) AOeiw «| Hoss 
1.438 | 20.4 | 20.5 AOD) || Aet \ POO) |) Halas: piooy |) oetsee Wl Or | Pine(6} 
come Le ect om ozs ul e222T 52222 1 22.4.91 22.5) | o2 On vozse leeko 
T.44¢ , 23-0 | 23-2 | 23-3 | 23-4 | 23-5 | 23-7 | 23-8 | 23-9 | 24.1 | 24.2 
1.442 { 24.3 24-5 24.6 24-7 24.8 XS -(0) 25a 25-2 25402525 
eA oC MOM mes ome o5 20 a e20. 5 2022))/8 20-31 2025 5|5 20-0" || 2027-20-09 
remy | Ye) Ni parfese Gieks |) Ol pen\ || ees AjicG) || Ass || Gyo) |) Ase |) Asew 
eee Sema eez On Onan 2 27 9 |025.Q8| =2000 2022) 2053/8 20-44/020.0 
1.445 | 29-7 | 29-9 | 30-0 | 30-1 | 30-3 | 30-4 | 30-6 | 30-7 | 30-8 | 30.9 
Te AAOm ako ame eaeih ||| Veet ats Sie) «|| reste olf Bee) | Bean Rasa || Veg 
1.447 | 32-5 | 32-6 | 32 32-9 | 33-0 | 33-2 | 33-3 | 33-5 3-6 | 33-7 
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1.46 I W857 +42), 87-9 . . . : ; 
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EQUIVALENTS OF INDICES OF REFRACTION AND BUTYRO-REFRAC 
TOMETER READINGS—(Continued). ; 


iRetrace Fourth Decimal of 2p, 
Tater | 
ae 1 2 3 4 | 5 | 6 | 7 | 8 | 9 
SCALE READINGS. 
1.470) | 166.44), 66.5 [6.4 | 66.8 | 6720 | 67.2, [| 67.3 | 67-5" 6787 4 Ore 
TeA7 Lal OSeO um mOSak Oise || Sat | eae |) Ckiey || Cae || Coon 69-2 | 69.4 
1.472 | 69.5 | 69-7 | 69-9 | 70-0 | 70.2 | 70-3 | 70-5 | 70-7 | 70-8 | 71.0 
Lee (Sh || efit Gita || Yeiedl || Yfecle Gfiketsy |) fees || Geet F2e2 Cah || Gets 
T4745 72-7 | 92-01 7300 1. 93.2.1 9SeS Ne ¥on5 | 1390 oom a omnes 
E475 | 74-3 | 94-5) |. 74-6 | 74-8 | 75rO—1 75-1 | 75-3 | 75-5 | 75-0 Wasco 
E470 | 76.0 | 76-1 | 76:3 | 976.5 |-76.7 | 76-8 | 77-0 21° 77-2 1 ea ges gio 
F477 1697-7 °\ 977-9 | 78. | 78.201 7824 | 7809 | 78-7 = 17 o-0 ale O- teres 
lS || “oat |b Fee || Yee || Sos | Soe | Sosy | Soak || Ses@ || Boss | sre 
Va) || tenes ieee || chen I heaye IL heats) |) Grice || Goes | eee) || eon) | eo 
ug rksfoy|| GRIEG) |) kes | elas lp Gea |) Seer) Sees || Seo | elaau 84.3 | 84-5 
Te490e| SOA 20) | O4eGn | OS AON mos es BR 2 | Shak 85-7 | 85-9) | S620) 188022 
T4625) 86-4 08626 3) SOn7 ul OOLOm| Oy =e ll OT ao NOT = 5an mo sOmlmnO = Om Cone 
T2493 |) 80221 88.351) Soe5 al So47 0) SO-O 1 oO- hI SO- 2m CO=4 CO -OmOOES 
UpHREYE I GYerge) |) Clea || Gidae? |) Clas || Weeyn || Gese) |) Guar || Cue || @rsa | Ore 
1.485 | 91-8 | 92-0 | 92.1 | 92-3 | 92-5 | 92-7 | 92-9 | 93-0 | 93-2 | 93-4 
1.486 | 93-6 | 93-8 | 94-0 | 94-1 | 94-3 | 94-5 | 94-7 | 94-8 | 95-0 | 95-2 
TeACT MNOS = 4a O50" |N O50 | O0-0 u|NOO ar 06-3." 9056) |'§0627 "| 9620 8, 0760 
USAID CIS) |) Coyfezh || Cyc || Cite |) wissey |) Gisicm |) Ong} | Ons || Ge? |) GS-6 
1.489 | 99-1 | 99-2 | 99-4 | 99-6 | 99-8 | 100.0 


The Critical Line.—It should be remembered that the instrument is 
primarily intended for use with butter, and that the prisms are so con- 
structed that the critical line of pure butter is colorless, while various other 
fats and oils, notably oleomargarine, which have greater dispersive powers 
than natural butter, show a colored critical line. When too great dis- 
persion is apparent to render possible an accurate reading, or when the 
critical line presents very broad fringes, as with linseed oil, poppyseed 
oil, turpentine, etc., use a sodium light, obtained by the application of 
table salt to the Bunsen gas flame, or the diffused daylight may be re- 
flected in the mirror through a flat bottle filled with a dilute solution of 
potassium bichromate, to give a yellow light. 

The advantages of the refractometer for examination of fats and 
oils consist in the convenience with which very accurate determinations 
of the refractive index may be made at any temperature between 10° and 
so° C., inclusive of thermal variations of refractive powers, and also in 
the possibility which it affords of distinguishing substances by their 
different dispersive powers, rendered visible by the different coloring 
of the critical line, a red-colored critical line being indicative of a relatively 
low dispersive power, a blue line of relatively high dispersion. 
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Fic. 40.—Comparative Re- 
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Variation of Reading with the Temperature.— 
No definite temperature has been adopted as a 
standard for readings of this instrument, but it 
is easy to reduce readings at any temperature to 
terms of any other temperature for purposes of 
comparison. While the change in index of re- 
fraction for 1° C. is the same whatever the 
temperature, as Tolman and Munson have pointed 
out,* the change in scale reading per 1° C. de- 
creases as the temperature increases, and varies 
slightly with different oils. For correcting read- 
ing R’ at a temperature J’ to a reading R at 
temperature T, their formula is R= R’—X(T— 
T’), X being the change in scale reading due to 
change of 1° C. in temperature. ; 

For butter, oleomargarine, beef tallow, lard, 
and other fats reading from 40° to 50° or there- 
abouts on the scale, X=o.55. For oils reading 
between 60° and 70°, like olive, mustard, rapeseed, 
cottonseed, peanut, etc., X =0.58, and for oils read- 
ing between 70° and 80°, like corn oil, X =o.62. 

The slide rule ¢ shown in Fig. 40, for use with 
the refractometer, has been jointly devised by H.- 
C. Lythgoe and the writer, to render unnecessary 
the use of tables or formulas. ‘The extreme upper 
and lower scale divisions indicate indices of re- 
fraction, and adjacent to these are the scale 
divisions indicating readings on the butyro- 
refractometer. By comparison, therefore, the 
values of either the Abbé or the butyro scale 
may be readily ascertained in terms of the 
other. 

The sliding scale, expressing temperature 
readings in degrees centigrade, is intended to be 
used in connection with the adjacent scale of 
butyro-refractometer readings, to readily express 
the butyro-scale reading of any fat or oil taken 
at a given temperature, in terms of that at any 


other temperature. This is frequently convenient 


a Eee 
* Jour. Am, Chem, Soc., XXIV, p. 755- 


¢ Manufactured by Messrs. Baird and Tatlock, Ltd., 14 Cross Street, Hatton Garden, 
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in comparing the work of various observers, where different temperatures 
have been employed. 

The correction for change in mp on the scale is 0.000365 for 1°C., 
being based on the experimental work of Tolman, Long, Proctor, Lythgoe, 
and the author. 


THE ABBE REFRACTOMETER. 


This instrument, Fig. 41, has a much wider range in reading than 
either the butyro or the Wollny instruments already described, read- 


Fic. 41.—The Abbé Refractometer with Temperature-controlled Prisms. 


ing as it does to the fourth decimal between the limits of 1.3 and 1.7 in 
indices of refraction, The equivalent readings of the Wollny milk fat 
refractometer, in indices of refraction, range from 1.3332 to 1.4220, while 
those of the butyro instrument run from 1.4220 to 1.4895. The Abbé 
instrument is thus necessary for use with the high-refracting essential 
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oils. Its construction is such that the prisms can withstand a higher 
heat than in the case of the butyro-refractometer, and it is hence better 
adapted for the examination of samples having a high melting-point, 
such as beeswax and paraffin. An advantage of the Abbé over the butyro 
instrument lies in the fact that the wide dispersion, inevitable when read- 
ing many substances on the butyro, may be entirely compensated for with 
the Abbé, and a clear sharp line be obtained. The construction of the 
prisms in relation to the heating jacket is similar in both instruments, 
and a film of the substance to be examined is held in the same manner 
between the surfaces of the prisms. 

Construction and Manipulation.—The Abbé refractometer is mainly 
composed of the following parts (see Fig. 41): 

1. The double Abbé prism AB, which contains the fluid and can 
be rotated on a horizontal axis by means of an alidade. 

2. A telescope OF for observing the border-line of the total reflec- 
tion which is formed in the prism. 

3. A sector S, rigidly connected with the telescope, on which divisions 
representing refractive indices are engraved. 

The double prism (AB, Fig. 41) consists of two similar prisms of 
flint-glass, each cemented into a metal mount and having a refractive 
index mp=1.75. The former of the two prisms, that farthest from the 
telescope, which can be folded up or removed, serves solely for the 
purpose of illumination, while the border-line is formed in the second flint 
prism. A few drops of the fluid to be investigated is deposited between 
the two adjoining inner faces of the prisms in the form of a thin stratum, 
about 0.15 mm. thick. 

The double prism is opened and closed by means of a screw-head 
v, which acts in the manner of a bayonet catch. In order to apply a 
small quantity of fluid to the prisms without opening the casing, the 
screw v is slackened and a few drops of fluid poured into the funnel- 
shaped aperture of a narrow passage, not.seen in the figure. On 
again tightening the screw, the fluid is distributed by capillary action 
over the entire space between the two prisms. This arrangement facili- 
tates the investigation of rapidly evaporating fluids, such as ether solu- 
tions. In the case of viscous fluids (resins, etc.), a drop of moderate size 
is applied with a glass rod to the dull prism surface, the double prism 
being opened for the purpose. The prisms are then closed again, and 
before the measurement is proceeded with, the refractometer is left 
standing for a few minutes in order to compensate for any cooling or 
heating of the prisms which might occur while they were separated. 
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The arrangement for controlling the temperature of the prisms of 
the Abbé refractometer is essentially after Dr. R. Wollny’s plan of enclos- 
ing the prisms in a metal casing with double walls, through which water 
of a given temperature is circulated. 

The border-line is brought within the field of the telescope OF by 
rotating the double prism by means of the alidade in the following 
manner: Holding the sector, the alidade is moved from the initial 
position at which the index points to 7p=1.3, in the ascending scale of 
the refractive indices until the originally entirely illuminated field of 
view is encroached upon from the direction of its lower half by a dark 
portion; the line dividing the bright and the dark half of the field then 
is the “border-line.” When daylight or lamplight is being employed, 
the border-line, owing to the total reflection and the refraction caused 
by the second prism, assumes at first the appearance of a band of color, 
which is quite unsuitable for any exact process of adjustment. The 
conversion of this band of color into a colorless line sharply dividing 
the bright and dark portions of the field is the work of the compen- 
sator, which consists of two similar Amici prisms of direct vision for 
the D-line, and rotated simultaneously, though in opposite directions, 
round the axis of the telescope by means of the screw-head M. The 
dispersion of the border-line, which appears in the telescope as a band 
of color, can thus be counteracted by rotating the screw-head M till 
the equal but opposite dispersions are neutralized, making the line color- 
less and sharp. 

The border-line is now adjusted upon the point of intersection of 
the crossed lines by slightly inclining the double prism to the telescope 
by means of the alidade. The position of the pointer on the graduation 
of the sector is then read by the aid of the magnifier attached to the 
alidade. The reading supplies the refractive index mp of the substance 
under investigation without any computation, and with a degree of 
exactness approaching to within about two units of the fourth decimal. 
Simultaneously, the reading of the scale on the drum of the compensator 
(T in Fig. 41) enables the mean dispersion to be arrived at by means 
of a special table and a short process of computation. 

Influence of Temperature.— As the refractive index of fluids varies 
with their temperature, it is of importance to know the temperature 
of the fluid contained in the double prism during the process of measure- 
ment. 

If, therefore, it is desired to measure a fluid with the highest degree 
of accuracy attainable with the Abbé refractometer (to within one or 
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two units of the fourth decimal of 1p), it is absolutely necessary to bring 
the fluid, or rather the double prism containing it, to a definite known 
temperature, and to be able to control this temperature so as to keep 
it constant to within some tenths of a degree for a period of several 
hours; hence a refractometer principally required for the investiga- 
tion of fluids must be provided with heatable prisms. 

The type of heater shown in Fig. 39. and described in connection 
with the butyro-refractometer on page 88, is equally adapted for con- 
trolling the temperature of the prisms in the Abbé instrument, the flow 
of water entering at D and passing out at E, Fig. 41. 


THE IMMERSION REFRACTOMETER. 


This form of refractometer is of more recent introduction than the 
others made by Zeiss, and has many features that especially commend it 
to the use of the food analyst. The construction of the immersion refrac- 
tometer is such that, as its name implies, it may be immersed directly in an 
almost endless variety of solutions, the strength of which, within limits, may 
be determined by the degree of refraction read upon an arbitrary scale. 
Thus, for example, the strengths of various acids and of a variety of 
salt solutions used as reagents in the laboratory, as well as of formaldehyde, 
of sugars in solution, and of alcohol, are all capable of determination by 
the use of the immersion refractometer. 

Figure 42 shows the form used by the writer. P is a glass prism 
fixed in the lower end of the tube of the instrument, whi'e at the top of 
the tube is the ocular Oc, and just below this on a level with the vernier 
screw Z is the scale on which is read the degree of refraction of the liquid 
in which the prism P is immersed. The tube may be held in the hand 
and directly dipped in the liquid to be tested, this liquid being contained 
in a vessel with a translucent bottom, through which the light is reflected. 
The preferable method of use is, however, that shown in the cut. 

A is a metal bath with inlet and outlet tubes, arranged whereby water 
is kept at a constant level. The water is maintained at a constant tem- 
perature by means of a controller of the same type as the refractometer 
heater shown in Fig. 39. In the bath A are immersed a number of 
beakers, containing the solutions to be tested. T is a frame on which is 
hung the refractometer by means of the hook H, at just the right height 
to permit of the immersion of the prism P in the liquid in any of the 
beakers in the row beneath. Under this row of beakers the bottom of 
the tank is composed of a strip of ground glass, through which light is 
reflected by an adjustable pivoted mirror. 
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The temperature of the bath is noted by a delicate thermometer 
immersed therein, capable of reading to tenths of a degree. 

Returning to the main refractometer-tube, R is a graduated ring or 
collar which is connected by a sleeve within the tube with a compound 
prism near the bottom, the construction being such that by turning 
the collar R one way or the other the chromatic aberration or dispersion of 
any liquid may be compensated for, and a clear-cut shadow or critical line 
projected across the scale. By the graduation on the collar R, the degree of 


Se 


Fic. 42,—The Zeiss Immersion Refractometer. 


dispersion may be read. Tenths of a degree on the main scale of the in- 
strument may be read with great accuracy by means of the vernier screw Z, 
graduated along its circumference, the screw being turned in each case till 
the critical line on the scale coincides with the nearest whole number. 

The scale of the instrument reads from —5 to 105, corresponding 
to indices of refraction of from 1.32539 to 1.36640. It should be noted 
that the index of refraction may be read with a greater degree of accuracy 
on the immersion refractometer than on the Abbé instrument. 
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Manipulation of the Immersion Refractometer.—Before using the 
instrument for the first time, it is necessary to see that the refractometer 
is correctly adjusted. For this purpose the bath A is placed with its 
long side parallel to the window and the mirror turned towards a bright 
sky, the bath is half filled with tap-water, and a beaker filled with dis- 
tilled water is then placed in one of the five holes in the front row imme- 
diately above the mirror. Finally, the refractometer is hung by its 
hook H upon the wire frame, the prism being totally submerged in the 
water contained in the beaker. 

The whole apparatus is now allowed to stand for ten minutes, or until 
the distilled water has acquired the exact temperature of the bath, and 
the ocular is focussed upon the divisions of the scale by turning the 
milled zone of the ocular shell until the lines and numbers are seen quite 
distinctly, the mirror being adjusted so that the light of the bright 
sky is seen directly through the beaker. The upper part of the field 
from —5 to about 15 appears bright, and it is separated from the lower 
dark part by a sharp line of demarcation, if the index on the ring of 
the compensator stands at 5. 


SCALE READING AND INDEX OF REFRACTION OF DISTILLED WATER 
AT 10-30° C., ACCORDING TO WAGNER. 
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The reading is taken and the temperature of the distilled water 
noted. Reference to the above table will show if the refractometer 
is correctly adjusted. Should the average of several careful readings 
at a given temperature deviate from that contained in the table, the 
following should be resorted to: 

Readjustment of the Scale——The ocular end of the refractometer 
hanging on the wire frame is grasped from behind with the thumb and - 
forefinger of the left hand, the micrometer drum set to ro, and the steel 
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spike, housed in the case of the apparatus, inserted into one of the holes 
of the nickeled cross-holed screw lying on the inner side of the microm- 
eter drum. The spike is then turned anti-clockwise, as seen from the 
rear, whereupon the nickeled milled nut, which governs the micrometer, 
becomes loosened. The temperature of the distilled water in the beaker 
is taken once more to see that it has remained constant, and then the 
table (page 99) is consulted to find the ‘“‘adjusting number” properly 
belonging to the temperature indicated. By turning the spike, the border- 
line is brought exactly upon the integer scale division appertaining to 
the adjusting number, and the loose micrometer drum is turned so that 
the index accords with the decimal portion of the adjusting number. 
The drum is now held firmly with the thumb and forefinger of the left 
hand, while the nut is screwed up tight again by the right hand, taking 
care, however, that the drum does not wander off the index. Finally, 
the new adjustment is tested by repeated readings. 

Regulating the Temperature-—In many cases it suffices to allow water 
at the temperature of the room to flow slowly from a tank suspended 
high upon the wall through the bath. Should it be required, however, 
to maintain a given temperature (say 20°C.) for hours together con- 
stant to a tenth of a degree, which is frequently desirable if not actually 
necessary, a more elaborate temperature-regulating device should be 
employed. In cold weather, or when the tap-water has a lower tempera- 
ture than that desired, a refractometer heater of the type shown in 
Fig. 39, and described on page 88, is convenient. 

When, as in the summer, the tap-water temperature is higher than 
that desired for the refractometer bath, there are various ways of success- 
fully controlling the temperature at a lower degree. An ice-water tank 
placed above the level of the bath may be employed, the flow from 
which through the bath is carefully controlled by a pinch-cock or 
otherwise, or is allowed to mingle, under careful regulation before 
entering the bath, with the water from the tap direct or with that from 
the heater. 

Investigation of Solutions in Beakers in Bulk.—The first ten solutions 
are poured into beakers until two-thirds full, and the latter are immersed 
and brought to the temperature of the bath A. When the first five solu- 
tions have been measured, they are taken out of the water-bath and 
the second series of five beakers inserted in their place, bringing at the 
same time a third series into the water-bath. The second series are 
measured and so on. Small gummed labels on the outside prove quite 
satisfactory for numbering the beakers. It is absolutely necessary to 
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compare the temperature of the solutions in the beakers with the water- 
bath from time to time. 

After each immersion, the prism should be wiped dry with a clean, 
soft piece of old linen. 

Investigations of Solutions Excluded from Air.—Quickly evaporating 
liquids, for instance ether solutions, should be treated individually by 
means of the metal beaker adapted to fit the prism end of the refrac- 
tometer. To fill the beaker, the refractometer is held in the left hand 
with the prism pointing upwards, and the metal beaker (M, Fig. 42) 
is set and securely fastened by means of the bayonet joint. It is now 
filled quite full and the cover D carefully fitted and locked. 

The solution is now enclosed, air and water tight. The refractometer 
as before is hung upon the wire frame of the bath, with the metal beaker 
submerged in the bath. 

It is expedient to place the solutions before investigation in closed 
flasks in the nine unoccupied holes in the bath. 

After the measurement, the refractometer is held in the left hand 
with the prism pointing downwards, and the beaker together with its 
cover detached by giving a slight turn with the right hand. The solu- 
tion can be used for other purposes, since it has undergone no change 
in constitution. Finally, the cover is detached from the beaker, and 
cover, beaker, and prism cleaned by simple means, and the refractometer 
made ready for the reception of the next solution, as above. 

Investigations of Small Quantities of Solutions with the Auxiliary 
Prism.—When the solution does not occur in sufficiently large quan- 
tities for investigation in the glass beaker, or when the solution is too 
deeply colored, as in dark beers, molasses, etc., the auxiliary prism is 
used. As described under “Solutions Excluded from Air,” the metal 
beaker without cover is fitted on the refractometer. The auxiliary prism 
is held horizontally, and, a few drops of the solution having been applied 
to the hypothenuse face, the prism is inserted into the metal beaker, 
held conveniently for the purpose, with its hypothenuse face laid upon 
the polished elliptical face of the refractometer prism, and then locked 
in by the cover. If an insufficient quantity of the solution has been 
taken, the margins of the out-spread drops lying between the two prisms 
can be recognized by looking through the window of the cover on which 
abuts the square polished end of the auxiliary prism. it is strongly 
recommended, wherever possible, to apply a sufficiency of the solution, 
so that the space between the prisms is completely filled, otherwise a loss 
in brilliancy occurs, and, under certain circumstances, an unavoidable 
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TABLE OF INDICES OF REFRACTION, 1% 
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OO COMI OANARW HD H 


Np» 


1.342750 


1.342788 
826 
864 
go2 
940 
978 
1.343016 
oog 
092 
130 


t. 343167 
204 
241 
278 
315 
352 
389 
426 
463 


500 


1.343538 
576 
614 
652 
690 
728 
766 
804 
842 
880 


I. 343918 
956 
994 
1.344032 
070 
108 
146 
184 
222 
260 


1.344297 


334 
371 
408 
445 
482 


519 


556 
593 
630 


46. 


46. 


47. 
47. 


48. 


48. 


49. 
49. 


, 50. 


OO CO ANA WNDH OO Or ANAPWDHNDH OO COT ANAW DN H 09S GI AN FW Dd 


OO ON ANAW DH 
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nD, 


1.344630 


1.344667 
704 
741 
778 
818 
852 
889 
926 
963 
1.345000 


I. 345037 
074 
III 
148 
185 
222 
259 
296 
333 
37° 


1.345408 
446 
484 
522 
560 
598 
636 
674 
712 
75° 


1.345787 
824 
861 
898 
935 
972 
I. 346009 
046 
083 
120 


1.346158 
196 
234 
272 
310 
348 
386 
424 
462 
500 
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TABLE OF INDICES OF REFRACTION, 2p)—(Continued). 


Scale 
Read- 


Ap: 
ing. 


50.0 |1.346500 


1.346537 
574 
611 
648 
685 
722 
759 
796 
833 
870 


50.1 
2 
3. 
4 
5 
6 

il 

8 

9 
51.0 
51.1 |r. 346907 
944 

981 
1.347018 
055 

092 

129 

166 


203 
240 


OO COI OAUNU BW DH 


52. 
52. 


1.347277 
314 
351 
388 
425 
462 
499 
536 
573 


610 


OO ONT ANUAW NH 


53: 
53-1 |1-347647 
684 
721 
758 
795 
832 
869 
906 


943 
980 


O00 OM AUAW DH 


54. 


1.348018 
056 
cor 
132 
170 
208 
246 
284 
322 


360 


54: 


ome} Oona An BW bd 


wt 
on 


Scale 
Read- Nps 
ing. 


55-0 |2.348360 


55-1 |1. 348307 

2 434 
471 
508 
545 
582 
619 
656 
693 
73° 


OD ON AN Sw 


56 
56.1 |1.348767 
804 
841 
878 
eS) 
O52 
989 
1.349026 


063 
= Atfete) 


00 OM QANBW DH 


57° 
57-1 |-349137 
a 174 
3 211 
4 248 
5 285 
6 312 
i 359 
8 396 
o) 433 
58.0 470 
58.1 |r.349507 
2 544 
3 581 
4 618 
5 655 
6 692 
il 729 
8 766 
9 803 
° 840 


I 1.349877 
2 O14 
3 951 
4 988 
5 |1.350025 
6 062 
7 099 
8 136 
9 173 
(e} 


210 


Scale 
Read- 
ing. 


60.0 


60. 


OO COMTI ANLW DH 


Ons 
One 


ow Cw OMAR wW DH 


62 
62. 


OO COI AUARW DH 


63 
63. 


00 OI QUA wD H 


vn a 
SS 


00 OI QupwWndH 


an 
On 


Np: 
1.350210 


I. 350247 
284 
321 
355 
395 
432 
409 
506 
543 
580 


1.350017 


I. 351357 
394 
431 
468 
505 
542 
579 
616 
653 
690 


1.351726 
762 
798 
834 
870 
go6 
942 
978 
1.352014 
c50 


Scale 
Read- Np: 
ing. 


65.0 |1-352050 


1.352087 
124 
161 
198 
235 
272 
sey 
346 
383 
420 


65.1 


OO ON ANAW ND 


66. 


66.1 |1.352457 
494 
531 
568 
605 
642 
679 
716 
(Se 
792 


00 ONT ON PWD H 


67. 


OF Tal tes 520271 
864 


O00 OI ANAW NH 
Lal 
ow 
On 
LoS) 
fo) 
Leal 
to 


68. 
68. 


OO COI ANAPW ND H 
WwW 
i 
oO 


69. 
69. 


OO CNT OU PW D H 
“I 
W 
lon 


Scale 
Read- 
ing. 


70. 
70. 


hp 
fie 


72 


72h. 


73 


73: 


74. 
74. 


75- 


O00 MY ONAwWDH 


00 OI ONRwWNH 


° 


O00 ONT OANARW DH 


00 OT ANAW DH 


OD ONT AUNUAWDHNDH 


Rp 


I. 353880 


T. 353917 
954 
got 

1.354028 

065 
102 
139 
176 
213 
250 


1.354286 
322 
358 
394 
430 
466 
502 
538 
574 


610 


T.354646 
682 
718 
754 
799 
826 
862 
898 
934 
97° 


I. 355006 
042 
078 
II4 
150 
186 
222 
258 
294 
33° 


1.355366 
402 
438 
474 
510 
546 
582 
618 
659 
690 
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TABLE OF INDICES OF REFRACTION, N p—( Continued). 


Scale 
‘Read- Np. 
ing. 


75-0 |I.355690 


75-1 |l. 355727 


OO ONIIANLW SND 
\o 
as 
Ke) 


76. 
76. 


OO On AN BW NH 
iS} 
~I 
ion 


17> 
77° 


OO ONT ANAW NH 
io.) 
w 
oO 


78. 
78. 


00 Mx AUNAwWD H 
Ne) 
Na) 
ron 


won 
Oo oO 


OO Or Quaw dH 
WwW 
on 
Nn 


00 
° 


Scale | Scale Scale 
Read- Np. Read- Np. Read- 
ing. ing. ing. 
80.0 |1.357500 || 85.0 |1.359300 || 90.0 
SOmEMm S575 30MNOS ol 1023503 30) || QO.T 
2 572 2 372 . 2 

3 608 3 408 3 

4 644 4 444 4 

5 680 5 480 5 

6 716 6 516 6 

1 752 7 552 il 

8 788 8 588 8 

9 82 9 624 9 
81.0 860 || 86.0 660 || 91.0 
81.1 |1.357896 |} 86.1 |1.359696 || 91.1 
2 932 2 732 2 

3 968 3 768 3 

4 |1. 358004 4 804 4 

5 040 5 840 5 

6 076 6 876 6 

7 112 q gi2 a 

8 148 8 948 8 

9 184 9 984. 9 
82.0 220 |! 87.0 |1.360020 || 92.0 
82.1 |1.358256 || 87.1 |1.360056 || 92.1 
2 292 2 092 2 

3 328 3 128 3 

4 364 4 164 4 

5 400 5 200 5 

6 436 6 236 6 

7 472 if 272 7 

8 508 8 308 8 

9 544 9 344 9 
83.0 580 || 88.0 380 || 93.0 
83.1 |r.358616 || 88.1 |1.360416 || 93.1 
2 652 2 452 2 

3 688 3 488 3 

4 724 4 524 4 

5 760 5 560 5 

6 796 6 596 6 

q 832 7 632 q 

8 868 8 668 8 

9 904 9 704 9 
84.0 940 || 89.0 7400) 04-0 
84.1 |1.358976 || 89.1 °|1-360775 || 94-1 
2 |1.359012 2 810 2 

3 048 3 845 3 

4 084 4 880 (4 

5 120 5 915 5 

6 156 6 950 6 
192 7 925 7 

7 228 8 |1.361020 8 
9 264 9 OS) s) 
85.0, 300 || 90.0 090 || 95.0 


105 
‘ Scale 
Np. Read Ns 
ing. 
1.361090 || 95.0 | 1.362870 
t. 301726 || 95.1 | 1.362906 
162 2 042 
198 3 978 
234 4 | 1.363014 
270 5 050 
306 6 086 
3A2 i 122 
378 8 158 
414 9 194 
450 || 96.0 230 
1.361486 || 96.1 | 1.363256 
522 2 292 
558 3 328 
594 4 364 
630 5 400 
666 6 436 
702 7 472 
738 8 518 
774 9 554 
810 || 97-0 59° 
1.361846 || 97.1 | 1.363625 
882 2 660 
918 3 695 
954 4 73° 
990 5 765 
1.362026 6 800 
062 7 835 
098 8 870 
134 © 995 
170 || 98.0 940 
1.362205 || 98.1 | 1.363075 
240 2 | 1.364010 
275 3 045 
310 4 080 
345 5) 115 
380 6 160 
415 7 195 
450 8 230 
485 9 265 
SS) ||) Ws)elo 290 
1 362555 || 99-1 | 1.364325 
59° . 360 
625 3 395 
660 4 430 
695 5 465 
730 6 500 
765 7 535 
800 8 570 
835 9 605 
870 ||100.0 640 
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degradation of the sharpness of the border-line. On the other hand, 
with a sufficient quantity of solution, the border-line is surprisingly sharp. 

The refractometer is now suspended on the frame, and the measure- 
ment proceeded with as before described. After measurement, the cover 
is first removed, and the prism allowed to fall into the hollow of the 
hand, then the beaker is removed to enable the refractometer to be 
conveniently cleaned. 

Strengths of Various Solutions.—The most extensive work on the 
quantitative determination of the strength of a large number of common 
aqueous solutions with the immersion refractometer has been done by 
Wagner, who has published a large number of tables. These tables 
show the percentage strength (grams per Ioo cc. at 17.5°C.) of a large 
number of salt solutions and of acids, corresponding to the range of scale 
readings of the instrument, as well as of cane sugar, dextrose, formalde- 


SCALE READINGS ON IMMERSION REFRACTOMETER OF VARIOUS STAND- 
ARD REAGENTS USED IN VOLUMETRIC ANALYSIS.* 


Temperature C, 


E56) LOcn 6 ey nal rc lr Som nore ino soll Mea Onn Eeaia oe 

Hydrochloric acid: 

INormal favaereteriwtelsiaelsiehs eitslevere 37-45137- 20/30.95|36.85/36. 70/36.45136.20/35.95/35.70 = © 

Henth-normal. \. cee «0 soe. (17.80/17.60/17.40|17. 30/17. 20]17.00/16.80)16.55|16. 30 
Sulphuric acid: 

INiorimialligeeiae crete steers ore sve cratenstle 30-60] 30. 40] 30. 20/30. 10]29 .95/29.75|29.50|29.25|29.00 ° 

Fifth-normal......... odoodesE 18.75/18. 60/18. 40/18. 30/18. 20/18 .00)17.80)17.55/17.30 | 7 

Memnth=normalcis.\e10/s1 + «sis 0. 17-15|16.95/16.75|16.65|16.55|16. 35/16. 15|15.90 15.65 
Oxalic acid: 

alf=mormaligeyasstcicieysisiel a Wo ates 22.45/22. 30/22.10/22.00/21.QO0j21.70/21.50/21.25/21.00 © 

mort Met OlIri all leteterenodotererele alepele ae 17-15|16.95/16.75|/16.65|16.55|16.35/16.15/15.90|15.65 
Potassium bitartrate: 

Tenth-normal...........s.e.- 17-75'27-55/17-35/17+25|/17-15/16.95|16.75|16.50|16.25 
Potassium hydroxide: 

WNformn all erase. oe ote stolave ose ye excise 43-90/43.65]/43.40/43.25/43.10|42.80 42.50/42. 20/41.95 

ahenth-normal vers ecetarse/-teielelsheiste 18.45/18. 30/18. 10]18.00|17.90]17.70/17.50117.25/17.00 
Sodium hydroxide: 

plienthiom Ornaaleyervrerstetslstotersrenerste 18 .50/18.35/18.15|18.05/17.95|17.75/17.55|17. 20/r7. “2 
Sodium thiosulphate; : pd alae 

Tenth-normal......... Wats shares 24.20}24.05/23.85/23.75/23-65/23.45/23.20|22.95|22.70 
Potassium bichromate: 

_ Tenth-normal.............4.- 17-75|17-55|17-35|27+ 25/17 -15|16.95|16. 75/16. 50/16. 20 

Silver nitrate: 

Tenth-normal....... Fe slonlesereters 20.20/20.05|19.85]19.75|19.65|19.45|10. : 8. 
Seman ehlones 5]19- 5/19 -75)19-05|19.45/19.25/19 .00|18. 75 

plierth-momiallnttalercporelersreriere cee 18.20)18.00|17.80|17.70/17.60/17. 40/17. 6. 6. 
Ammonium sulphocyanate: : ee Neagle aaa 

denth-wormallyritacteree rier 20.60/20. 45/20. 25/20. 15|20.05|/19.85)19.65|19.40 19.15 


—— 


* According to Wagner, all these solutions were made up at 17.5° C, Readings at different tem. 
peratures are given for convenience, 
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hyde, alcohol, etc. All these observations have been based on the Mohr 
liter, at a temperature of 17.5°. More convenient for the American 
analyst would be tables based on the use of a higher temperature, say 20°, 
and the analyst is recommended to work out his own standards for com- 
parison, at the temperature best suited to his special locality and conven- 
ience. The instrument is especially useful in preparing normal and tenth- 
normal solutions. 

The table on page 106, from Wagner, shows the strength of various 
common laboratory reagents. 


SCALE READINGS AT TEMPERATURES FROM 10-30° C. 
CORRECTED TO 17.5°, ACCORDING TO WAGNER. 


No. x 2. 3 | Te | iS 6. 7. | 8. | 9. 10. 11. | 12 &13.| No. 
: ° a. 

gc Scale Reading at 17.5° C. 5S 
o 

&§ g3 
e* ae 


15. 20. 25. 30. 35. 40. 45. 50. 60. 70. 80. | 90 & 100. 


30 | +3.20} 3.15] 3-25] 3.40] 3.55] 3-65] 3.90] 4.05] 4.20] 4.60] 4.80] 5.25 30 


a SS EEE 


29 2.90} 2.85] 2.95] 3.10] 3.25] 3-35] 3 55] 3-75| 3-90] 4-25] 4.45] 4.85 | 29 
28 2.60] 2.55] 2.65] 2.80] 2.95] 3.05] 3.25] 3.45] 3.60] 3.90] 4.10] 4.50 | 28 
27 2 Z0|N2- 2510223502550) 2.1051 02.751 2.95] 3.15] 3-30] 3.50] 3275] 4.10 |27 
26 $.00}] 1.95] 2.05] 2.20] 2.35] 2.45] 2.55] 2.80] 2.95] 3.10] 3.30] 3.65 26 


| | 


25 Ae 7502-75] DCO} 1-00|| 2.05] 2,15] 2-25) 2.45] 2.00] 2.70] 2.05] 3.20 | 25 


eS SS ee ee SS _— 


24 PeSOler 4502 5512-00} E- 75) 1.51 21,05) 2.10) 2.25) 2-35] 2-551 2.475 | 24 
23 Fess ete eG ease e ss ming sete 5102.05) 1175| 1,001 2,00) 2.15]) 2355 1 23 
22 THOOMELOO| NT OS| hac let, T5\i 251 i130l| 1401.55) 1-05] 175] 11.90. | 22 
21 ©.75| 0.75] 0.80] 0.85] 0.90} 0.95] 1.05] 1.05] 1.20] 1.25] 1.35] 1.45 | 21 


jf | | | | | 


Se SR ee ee ee eee 


17-5 0.00} 0.00} ©.00} 0.00} 0.00] 0.00! 0.00) 0.00) 0.00} 0.00} 0.00 0.00 17-5 


——_————E ss 


17 |—0.10} 0.10] 0.10] 0.10] 0.10} 0.10] 0.15] 0.15] 0.15] 0.15] 0.20) 0.20 | 17 
16 0.30] 0.30] 0.30] 0.30] 0.35] 0.35] 0.40] 0.45] 0.45] 0.501 0.55) 0.55 16 


15 0.50] 0.45| 0.45] 0.50] 0.60] 0.60] 0.65) 0.75] 0.75] 0.80] 0.85) 0.90 15 


| —— | — | | | | 


14 0.70 0.60} 0.60] 0.70} 0.80] 0.85| 0.90} 0.95] 1.05] 1.10] 1.25} 1 
13 0.85] 0.75] 0.75] 0.85| 1.00] 1.10] 1.15] 1.20] 1.35] 1.40] 1.55] 1.60 | 13 


II 5S alonallac Soe GoGee Beene Eoebe Gon Rideiee Rican’ are. [anions onic ion II 
Io n/p ul Serene ee. ntl eet! BG cos) luarig fab) OGed ptood |oce on In icin einn are 
No. I 2 3 4 5 6 7 8 9. 10. II =2 &13 No. 


CHAPTER VII. 
MILK AND ITS PRODUCTS. 


MILK. 


CHARACTERS AND CONSTITUENTS.— Milk is the secretion of the mam- 
mary glands of female mammals for the nourishment of their young. 
Containing as it does all the requisites for a complete food, i.e., sugar, fat, 
proteins, and mineral ingredients, combined in appropriate proportion, 
there is ample reason why it occupies so high a place in the scale of human 
foods. It is a yellowish-white opaque fluid, denser than water, contain- 
ing in complete solution the sugar, soluble albumin, and mineral content, 
and, in less complete solution, the casein, while the fat-globules are held in 
suspension in the serum, forming an emulsion. 

The specific gravity of pure milk ranges from 1.027 to 1.035. 

Milk from various animals has the same general physical properties 
and the same ingredients, differing, however, in percentage composition. 
Of all the varieties, the milk of the cow is by far the most important from 
its universal use, and, unless otherwise qualified, the term milk wherever 
it occurs in this volume will be understood to mean cow’s milk. 

Acidity.—When perfectly fresh, milk of carnivorous mammals is, 
as a rule, acid to litmus, while human milk is alkaline. Cow’s milk, 
when freshly drawn, reacts acid to phenolphthalein, and alkaline to methyl 
orange and lacmoid, but amphoteric to litmus, i.e., reacts acid to blue 
and alkaline to red litmus paper. Bordas and Touplain * believe the 
original acidity to phenolphthalein is due to casein; as a result of the 
decomposition of lactose, before lactic acid appears, casein is separated 
from calcium caseinate and monocalcium phosphate is formed from the 
dicalcium salt. It soon becomes distinctly acid, and the acidity increases 
as the lactose gradually becomes converted into lactic acid. ; 

Microscopical Appearance.—Under the microscope pure milk shows 
a conglomeration of various-sized fat globules having a pearly lustre. 


* Compt. rend., 152, 1911, p. 1274. 
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These globules vary from 0.001 to 0.01 mm. in diameter, averaging about 
0.co5 mm., although the size varies greatly with the breed of cow (p. 115), 
period of lactation, and other conditions. Whether or not the globules 
have a special membranous coating is still in dispute. 

Leucocytes, identical with or related to the white corpuscles of the 
blood, are present in all milk,* but according to Doane are indicative of 
udder diseases when in masses. Some authors believe that the leucocyte 
count is of diagnostic value. 

When examined under very high powers, it is possible to distinguish 
bacteria in the milk, the number to be seen depending greatly on the 
time that has elapsed since the milk was drawn from its source, as well 
as on the surroundings, the conditions of handling, exposure, etc. 

Certain bacteria are present in the milk before it is drawn from the 
udder, but these are few in number and kind compared with those intro- 
duced during or after milking. 

Color.—The yellow color of milk is imparted to it by the fat globules, 
and varies greatly in milk from different breeds of cattle, as well as in 
milk from the same cow at different seasons, being, as a rule, paler during 
the winter or stall-fed months, and having its greatest intensity soon after 
the cow is put out to pasture. The nature of the color is considered in 
the section on butter (Chapter XIII). 

Fat.—This is the most variable constituent of milk, being present 
in amounts ranging from less than 2.5 to nearly 7%. For the chemical 
composition and characteristics of milk fat, see Butter. 

Lactose or Milk Sugar, the carbohydrate of milk, is normally present 
in amounts varying from 3 to 5 per cent. 

Proteins of Milk.—Casein, a phosphoprotein, constitutes about 80% 
of the entire proteins of milk, being present in an average sample to the 
extent of about 3%. It exists in combination as calcium caseinate, and 
probably does not form a perfect solution in the milk, but is rather diffused 
therein in a somewhat colloidal form, being so finely divided, however, 
as to be incapable of separation by filtration while the milk is fresh. On 
coagulation with rennet paracasein is formed. 

Pure casein is a white, odorless, and tasteless solid, sparingly soluble 
in water, and insoluble in ether and alcohol. It is readily soluble in dilute 
alkalies. Strong acids also dissolve it, but its character is changed. From 


* Doane, Md. Agric. Exp. Sta., Bul. 102, 1905, p. 205; Savage, Jour. Hyg. (Cambridge), 
6, 1906, p. 173. 
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alkaline solution it is precipitated without change by neutralizing with 
acid. Its specific rotation in aqueous solutions is [a]»>= —8c (Hoppe- 
Seyler). 

Lactalbumin is the soluble albumin of milk, existing therein to the 
extent of about 0.6% and forming about 15% or more of the milk proteins. 
It much resembles the albumin of eggs, being coagulated at 72° to 84° C. 
It is readily soluble in water. Its specific rotation is [a]p>= — 37. 

Lactoglobulin has been discovered by Emmerling as a constituent in 
milk, but exists in traces only. According to Babcock, it may be separated 
from milk whey by carefully neutralizing with sodium hydroxide, and 
afterwards saturating with magnesium sulphate. It much resembles the 
globulin of blood serum, being coagulated at 67° to 76° C. 

Fibrin.—Babcock has discovered in milk very minute traces of a 
substance analogous to the fibrin of blood. This substance, it is claimed, 
forms a part of the slime found in the separator-bowl of a centrifugal 
skimmer. 

Other Nitrogenous Substances.—Besides the above normal constituents 
of milk, certain bodies may be formed by proteolytic action during fer- 
mentation, such, for example, as caseoses and peptones, formed for the 
most part by the decomposition of a part of the casein. Galactin is a 
gelatin-like body of the nature of peptone, occurring in traces in milk. 
Besides these, minute traces of amino-bodies, such as creatin, urea, and 
allantoin, are sometimes present, and also ammonia. 

Citric Acid has been found to exist in milk, probably in combina- 
tion with certain of the mineral constituents, being present to the extent 
of about 0.1%. 

Other Organic Constituents reported in milk are lecithin, cephalin, 
cholesterol, acetone, and thiocyanates. 

The Enzymes of Milk have been subjects of extensive investigation. 
The presence or amount of four of these, namely, peroxidase, reductase, 
aldehyde reductase, and catalase, are of considerable importance in sani- 
tary milk examination. 

Peroxidase originates in the mammary glands. Since it is destroyed 
at about 80° C., it is the basis of various tests for distinguishing raw from 
heated milk. Peerdase acts in the presence of hydrogen peroxide, 
from which it splits off an atom of active oxygen, the latter: combining 
with various chromogens (page 173). 

Reductase is indicated by the decolorizing power of milk for certain 
dyes. Since reductase is believed to be a product of bacteria, the tests 
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are used for detecting pollution as an adjunct to bacteriological examina- 
tion. 

Aldehyde Reductase is a term applied to the enzyme which decolorizes 
methylene blue in the presence of formaldehyde, the latter inhibiting, it 
is believed, the action of bacteria so that the decolorizing action is due largely 
to the enzyme. The test furnishes information as to whether or not milk 
has been properly pasteurized at 63° C. (page 174). 

Catalase splits up two molecules of hydrogen peroxide into two mole- 
cules of water and one of oxygen. The latter may be measured or other- 
wise determined. The enzyme has been shown to be derived from leu- 
cocytes and the test is therefore useful in detecting milk from diseased 
udders (mastitis, etc.). 

Average Composition of Milk.—On page 111 is given in schematic 
form the average percentages of the principal constituents as arranged 
by Babcock. . 

The following table shows the forms in which, according to Van Slyke 
and Bosworth,* the constituents are probably combined: 


LESS aC ae Ae e Gn oes Noon SoS Se stabotn. 3-90 

Lea ctosets waite oc etevercre ect eels ot arene reece a eens 4.90 

Proteins combined with calciuras 2. 222s ssa 3-20 

Dicalcnmy phosphate (CallPOg\s.c 2 nee eee On176 
Calcium? chloride (CaCly)\y eck amr ec eer ee 0.119 
Monomagnesium phosphate (MgH4P2Ox) ----.-..... 0.103 
Sodium ‘citrate (NasCaH.O7) 5-4. - oe ee eee c.222 
Potassium citrate (K3CgH;O7) . eee eee eet 0.052 
Dipotassium phosphate (KsHPQ,).2..5-. 2... 2- we 0.230 
‘Dotabisolide creer wae cere eee a a SS eR eT 12.901 


Composition of the Ash of Milk.—The ash of milk does not truly 
represent the mineral content, since, in the process of incineration, the 
character of some of the constituents is altered by oxidation and otherwise. 


The composition of the ash of the typical milk sample, the full analysis 
of which is given on page 111, would be about as follows: 


*N. Y. State Agric. Exp. Sta., Tech. Bul. 39, 1914. 
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LCE io) GPa (ER. 1 ae eg ea ol en 25.02 
MACRO TAL CRO Meye es An aes OC ee Sax Saad Oe 10.01 
CEI STOLE, GIGI i ee a ea 20.01 
WEA iesINO MICE. = .8)5e owe catse Sve es sd dec heteet! OwA2 
EEE. DES es See Een a a ag 0.13 
> POLITE iC <6 12S i ere ee 3-84 
ElGs POLICE pcntOxidet 2 Soo. see. Sees Mielec a cs 24.29 
Rae AC eae 2 nr So she dete ends oe 14.28 

100 .0O 
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Composition of Milk of Different Animals.—A summary of analyses 
of human, goat’s, ewe’s, mare’s, and ass’s milk, as well as of cow’s milk 
for comparison, is given in the following table, the figures for human milk 
being compiled by Richmond,* those for the milk of other animals by 


Konig: 


Cow’s milk... 
Maximum... 
Minimum... 
Average.... 

Human milk... 
Maximum... 
Minimum... 
Average.... 

Goat’s milk.... 
Maximum... 
Minimum... 
Average.... 

Ewe’s milk.... 
Maximum... 
Minimum. . 
Average.... 

Mare’s milk... 
Average.... 

Ass’s milk... . 
Average.... 


No. of 
Anal- 
yses. 


800 


94 


200 


32 


47 


Specific 


Gravity. 


Lal 


[= 


4 


a 


.0370 
.0264 


.0315 


.0426 
.0240 
.0313 
.0360 
.0280 
.0305 
.0385 
.02908 
.0341 
-0347 


.0304 


Water. 


go. 78 


89.64 


Hat. 


Ww 


wn 


ON 


.64 


Lactose 


Total 
Pro- 
tein. 


Casein. 


lon 
iS} 
Ke) 


I.79 


2.44 
Xe) 


5.69 


3-59 


0.67 


Albu- 
min. 


0.78 
09 


Lal 


1.77 
. 83 


55 


4 O 


T.55 


| 


Ash. 


0.51 


Fuel 
Value 
per Lb., 
Calories | 


310 


295 


364 


502 


194 


222 


Fore Milk and Strippings.—Unless a portion drawn from the well- 
mixed or whole complete milking of an animal is taken for analysis, one 


‘* Dairy Chemistry, London, 1914, p. 394. 
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does not get a fair representative sample of the milk, for it is a well-known 
fact that the first portion of milk drawn from the udder, termed the “ fore 
milk,” is very low in fat, while the last portions or ‘‘strippings”’ con- 
tain a very high fat content, sometimes exceeding 10% fat. The following 
analyses show the difference between fore milk and strippings in two 
cases: 


Per Cent Per Cent Per Cent 
ater. Solids. Fat. 
(a )BForesmilk tm scan ce siuner ase eea ee eta 88.17 II. 83 1.32 
SUPP PINGS Havk averegeie se sence sits hata alers cholic oieeoaerettes 80.82 19.18 9.63 
(2) Bore mille a ences es se coe ae ere 88.73 11.27 TOY 
SELIPPIIPS aa cmisetiraiee eben seta ather aera settete 80.37 19.63 10.36 


The percentages of protein, lactose, and ash are nearly the same in 
both fore milk and strippings. 

Colostrum.—The milk given by cows and other mammals for two or 
three days after the birth of young is termed colostrum, and di:fers ma- 
terially in composition from normal milk. It is yellow in color, of an 
‘oily consistency, and has a pungent taste. It acts as a purge upon the 
young. Under the microscope may be seen fat globules, which are larger 
than at subsequent stages of lactation, and circular cells (0.005 —0.025 
mm.) related to, if not identical with, the leucocytes: or white corpuscles 
of the blood. It is very high in albumin, which seems to be similar to 
blood albumin. ‘The following analyses were made by Engling, showing 
the composition of colostrum from a cow eight years old: 


Time after Calving. Coa Fat. Casein. | Albumin.| Lactose. Ash. Px ee. 
Immediately yee. 1.068 3.54 2.65 16.56 3.00 Taro 26.93 
Atteniro LOUTSeReean 1.046 4.66 4.28 9.32 I.42 hs SS 21e23) 

ey ap meee 1.043 4a75 4.50 6.25 2.85 TeO2m | mex Oni 

alee AS sine tocces ap 1,042 4.21 3.25 2.31 3.46 0.96 14.19 

ee 72) aa nN re 1.035 4.08 ane? 1.03 4.10 0.82 13.36 


The average of twenty-two analyses of colostrum from different cows 
by Engling showed total solids 28.31, fat 3.37, casein 4.83, albumin 15.8s, 
lactose 2.48, ash 1.78. : 

Changes in Composition During Lactation.—Crowther and Ruston * 
in Scotland, and Eckles and Shaw + in the United States have found 


* Trans High. Agric. Soc. Scotland, v. 23, 1911, P- 93. 
t U.S. Dept. of Agric., Bur. of Anim. Ind., Bul. 155, IQI3. 
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that fat, protein, and total solids are highest in the earliest and latest 
Stages of lactation, while ash remains practically constant throughout the 
period. Lactose according to Crowther and Ruston decreases steadily 
after the first month or so, while according to Eckles and Shaw the only 
change attributable to the stage of lactation is a slight decline toward 
the end, The last named authors note that the fat globules decrease 
sharply in size during the first 6 weeks, remain practically constant 5 
to 6 months, then decrease more rapidly to the end of the period. 

Milk of Young and Old Cows.— Less data are available on this point 
than on the other common factors influencing composition. La Cour* 
found that the milk from young cows was generally higher in fat content 
than that of old cows. 

Milk of Different Breeds.—The following table and the table on 
page 152 give analyses showing the general characteristics of the milk of 
single cows o* several well-known breeds. The following results by 
Eckles and Shaw f are the averages of determinations made throughout 
the whole period of lactation. 


AVERAGE COMPOSITION OF MILK OF INDIVIDUAL COWS REPRESENTING 
FOUR BREEDS (ECKLES AND SHAW). 


Yatof | Total 
Breed. ojo Wee a Pro Casein.| Lacy Fat Mile 

bules 
Yrs. Mos. lbs. 
ETOISCELIN er pateya tt treies ores veushers (e's Sy || GR) BOR | aly |) atoll Ges || ey | pxstolsy 
OlStemmepyns chine ase see fy |) mreseey || Qos} || Boze! || arawlieey || ale |iteteyoy.t 
ES eee oe eae g > | mag || Bowe | eis |) Baroy | AL ay if saeyh 1 eth 
PA VETA DCS icc reieixiy-ola, shoves, 01% A 3 || sie gh Ieee NOLO I eater Pein il cunies ike 
ZAWESUILG sacred wiisitj6is iniss0i9 36000 a 53 ep elk |) eho aie || Gazer |i Ble) Cink. || Behe Mopar 
FAVESILITE waste dicts aitiets Sletcle's ole c OME D 2 tale SeOS Mn SnSsule2.OL 1 4s00m|etOOmmmO3O2 
FAV ETA SC Mrateh.vstalss sieved staledeue ots Ameo OL Aik || Zilos) |) ney | Oevfel Ietatyey st bikfey |) (ek PIo) 
Gar. ceahan ssa eoec Donor 6 10 14.09 | 4.87 | 3.70 | 2.93 | 4.85 | 309 | 5429 
JRSRAKE we cleric ee Ob Onion Tn TBE | ALO, || Geet || Dob |) Chow | eiekey ah (Gheaits 
WRETSC Ve moe tetera -ckakelsllstereseisiy's Ti 4) 15.02 | 5.36 | 3.97 | 3.13 | 4.80 | 338 | 5733 
PAN ETAL Cay aisra vise ialaledonstaieue 8 9 TAROOWIEAROS) (eS eO4 Mb 29381 45075 es Zou 759 
DSHOLEDOTU Guats cic tardert ta «levees AeA me |ETSsOOa ES wOOues 140ml a2 74505. O4ss Slt my | 951/72 
SMOTLMOL ater cre asteie es s. 6. e.e 4 II 13.01 | 4.13 | 3.49 | 2.87 | 4.91 | 353. | 44490 
SHO GHOTT reise cesnemstive aye «cere 6 @ || mang |) Boshp |) Goes |) Galo || VA Oss || aie | | OG fo) 
(Averave mince iciser ties : 5 1 | 12.69 | 3.73 | 3-38 | 2-74 | 4.99 | 282 | 5387 


See EEE ENE nn aSEE EU EERERSEnEn RE 


‘ Tidskr. Landékon, 13, 1894, p. 303- 
+ U. S. Dept. of Agric., Bur. of Anim. Ind., Bul. 156, 1913. 
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Influence of Feed on Composition.—A great amount of work has been 
done on this subject, but the results are conflicting and not suck as can 
be readily summarized. In general it may be stated that the influence 
exerted by the feed, except under abnormal conditions or in the case of 
a few special feeds, is slight compared with that of breed. This point 
is worthy of consideration in view of the common practice of attributing 
to feed abnormalities really due to adulteration. 

Intervals Between Milking.—Several observers have shown that the 
longer the intervals between milkings the lower the percentage of fat. 
When the milking night and morning is at the same hour there is little 
difference. 

Frozen Milk.—Since it is the water that freezes, it follows that in 
partia'ly frozen milk the unfrozen portion becomes concentrated. This 
is borne out by the following figures of Richmond: * 


Frozen Portion. Unfrozen Portion. 
Specule: ora vity ates aaetee pers T .0090 1.0345 
Wate rt fy seer te cere ne eee 96.23 85.62 
EN Ne ay ge ee Atal Aa de aa Se) 4.73 
TEA CLOSON ee sis cio Sereno erates 1.42 4-95 
PTOteh tne teen ee -gI 3-90 
Fact ae PR ese Dae ene re 2 aU — 20 -80 


The freezing point of milk is considered on page 153. 

Fermentations of Milk.—These are due to the action of bacteria 
of various kinds, the most common being the lactic bacilli. 

The Souring of Milk is caused by the action of a large number of 
species of acid-forming bacteria, chief among which is the Bacillus acidi 
lactict, which multiplies faster than other bacteria in raw milk under 
favorable conditions. of temperature. Part of the milk sugar is acted 
on and transformed, first into dextrose and galactose, the latter sugar 
subsequently forming lactic acid, as follows: 


(1) C12H22011,H20 = CoH 206 +CeHi20¢6 


Lactose Dextrose ] Galactose 
(2) C.gH1206= 2C3H6O3 
Galactose Lactic acid 


In experiments by Van Slyke and Bosworth,} 22% of the lactose was 
decomposed, of which amount 88.5% went into lactic acid. The citric 


* Analyst, 18, 1803, p. 53: 
} N. Y. State Agric. Exp. Sta., Tech. Bul. 18, 1916. 
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acid was entirely decomposed into acetic acid and carbon dioxide. Al- 
bumin was so changed as to pass completely through a porcelain filter. 
Calcium caseinate reacted with the lactic acid, forming the free protein, 
which precipitated, and calcium lactate, which remained in solution. 

Abnormal Fermentation—Through the agency of micro-organisms 
that may develop under certain conditions, various changes are produced 
in milk that to some extent alter its character. Thus bitter milk is some- 
times produced as the result of some organism as yet but little understood. 

Occasionally milk is found possessing a peculiarly thick and slimy 
consistency, whereby it may be drawn out in threads, by dipping a spoon 
into the milk and withdrawing it therefrom. This is termed ropy milk, 
and is more often met with in warm weather. It is undoubtedly produced 
as a result of bacterial action. 

Enzyme-forming Bacteria are not uncommonly developed in milk, 
causing various proteolytic changes, whereby the casein is partially trans- 
formed into peptones, caseoses, etc. 

Chromogenic Bacteria are the agencies that produce peculiar pigments 
in milk. Thus red milk is due to Bacillus erythrogenes; yellow milk to 
Bacillus xynxanthus; blue milk to Bacillus cyanagenes. The latter is 
quite common, appearing ordinarily in patches in the milk. 


CHEMICAL ANALYSIS OF MILK. 


Ordinarily, in ascertaining the nutritive value of milk, one determines 
its specific gravity, total solids, fat, protein, lactose, and ash. Occa- 
sionally it is thought desirable to make a distinction in the case of protein 
between the casein and the albumin. Rarely is it necessary to further 
subdivide the nitrogenous bodies in milk, unless in connection with a 
special study of the proteolytic changes which it undergoes. 

The total solids, fat, and ash are usually all determined directly, and, 
in the case of the lactose and the protein, a determination of either one 
may be directly made (whichever is most convenient), the other being 
calculated by difference. : 

When foreign ingredients or adulterants are present in milk, special 
methods are employed to detect them. 

Preparation of the Sample.—In procuring a sample for analysis, the 
greatest care is necessary to insure a homogeneous sample. By far the 
best method in every case, where possible, is to pour the milk back and 
forth from one vessel to another (i.e., pour from the original container 
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into an empty vessel and back at least once). Where this is impossible 
from the size of the container or for any other reason, the milk should 
be thoroughly mixed with a dipper. A “sampler,” of which the Scovell 


Fic. 43. 


A, Scovell Milk- 
Sampling Tube. 

B, Quevenne Lac- 
tometer. 


sampling-tube (Fig. 43, A) is a convenient form, also 
aids in securing a representative sample, and is invalu- 
able when it is desirable to secure a definite fraction of 
the whole for a composite sample. 

This instrument consists of a brass or copper tube 
made in two parts which telescope accurately together 
as shown in Fig. 43, A, the lower part being closed 
at the bottom, but provided with three or more lateral 
slits. The sampler, drawn out to its full length, is 
carefully inserted in the tank containing the milk and 
lowered to the bottom, after which the upper part is 
pressed down over the lower so as to close the slits, and 
the tube is then lifted out of the tank, containing a fairly 
representative sample of the milk. 

Samples may be preserved in condition suitable for 
determination of fat and solids for several days by add- 
ing to each quart 1 gram of potassium bichromate, 0.2 
gram of mercuric chloride mixed with a coal-tar color 
to show its poisonous nature, or 1 cc. of 40 % formalde- 
hyde. If other determinations are to be made, the 
analyst should make certain that the results on the 
preserved samples are the same as those on the fresh 
material. 

In all operations to which a milk sample is submitted 
during the process of analysis, it should invariably be 
poured into a clean empty vessel and back, or shaken, 
whenever it has been at rest for an appreciable time, 
in order to insure a homogeneous mixture. 

Determination of Specific Gravity—This is most 
readily obtained with the aid of a hydrometer, accurately 


graduated within the limits of the widest possible variation in the specific 
gravity of milk. Hydrometers for special use with milk are known as 
lactometers, and are graduated variously. One of the most convenient 
forms of this instrument is the Quevenne lactometer, graduated from 15° 
to 40°, corresponding to specific gravity 1.015 to 1.040. This instrument, 
shown in Fig. 43, B, has a thermometer combined with it, the stem con- 
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taining a double scale, on the lower part of which the specific gravity is 
read, while the temperature is read from the upper part. 

Another form of instrument is termed the New York Board of Health 
lactometer, which is not graduated to read the specific gravity directly, but 
has an arbitrary scale divided into 120 equal parts, the zero being equal 
to the specific gravity of water, while 100 corresponds to a specific gravity 
of 1.029. Deghuée * has devised a special form requiring only 4 ounces 
of milk. To convert readings on the New York Board of Health scale 
to Quevenne degrees they must be multiplied by .20. 


QUEVENNE LACTOMETER DEGREES CORRESPONDING TO NEW YORK 
BOARD OF HEALTH LACTOMETER DEGREES. 

Board of evenne Board of uevenne Board of Quevenne 

A ctaeles eters een 2 Scale. eee Scale. 
60 17-4 81 DBs IOI 29-3 
61 C77 82 23-8 102 29.6 
62 18.0 83 24.1 103 29-9 
63 18.3 84 24-4 104 30.2 
64 18.6 85 24.6 105 30.5 
65 18.8 86 24.9 106 30-7 
66 TORN 87 NAG: 107 31.0 
67 19-4 88 25.5 108 Blog 
68 19-7 89 25-8 I09 31.6 
69 20.0 go 26.1 IIO 31-9 
70 20.3 gt 26.4 IIl Bana 
aI 20.6 92 26.7 112 Bons 
72 20.9 93 27-0 II3 32.8 
73 oie 94 27-3 114 33-1 
74 25.5 95 27.6 II5 33-4 
75 20.7 96 27.8 116 33-6 
76 22.0 97 28.1 117 33-9 
aay OES 98 28.4 118 34.2 
78 22.6 99 28.7 119 34-5 
79 22.9 I0o 29.0 120 34.8 
80 2252 


If extreme accuracy is desired, the Westphal balance or the pycnometer 
should be used for the determination of specific gravity. For ordinary 
cases, however, the lactometer, if carefully made, is sufficiently accurate. 

With any other form of lactometer than the Quevenne, a separate 
thermometer is “necessary in order to determine the temperature, the 
common practice being to standardize all such instruments at 60° F. 
(s.0..C.), 

Readings at temperatures other than 60° may be corrected to that 
temperature by the aid of the table on page 133. 

DETERMINATION OF TOTAL SOLIDS.—Dish Method.—For purposes 
of milk analysis, platinum dishes are by far the most desirable. These, 
if made for the purpose, should be of the shape shown in Fig, 51, measur- 
ESE eee 


* Jour. Ind, Eng. Chem., 3, 1911, Pp. 405. 
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FOR CORRECTING THE SPECIFIC GRAVITY OF MILK ACCORDING TO 
TEMPERATURE (BY DR. PAUL VIETH). 


Destees Degrees of Thermometer (Fahrenheit). 
Tactom= 
eter AS | 46 S477 "|\248: 40) |) S00 Si 52053 | 9S4 ats.) 5On 57 oso als OME OS 
QO tenets 19 .O|19 -O]19-1]19-1|19-2/19.2/19-3|19 -4/19 -4|19 -5]19 -6|/19-7|/19 -8/19.9|19 -9| — 
Ch ee 19 .9|20.0|20.0]20.1|20.2/20.2/20. 3/20. 3/20.4/20.5|20.6)20.7/20.8|/20.9/20.9| — 
OP eS oe 20.09/21 .0|2T=0/21.1/21.2/21.2/21.3/21.3/21 4/21 .5/21 -6/21.7/21 8/21 9/219) — 
Bec ctrele = 21.9|22.0|22.0|22.1|22.2/22.2|22.3/22.3/22.4|22.5|22.6'22.7|22.8/22.8/22.9) — 
BA Se asec 22.0|22.9|23.0/23.1|23-2123-2|23-3|23-3|23-4/23-5|23-6123-6]23.7/23-8|23.9] — 
A eects GS 23 .8/23-9|24.0|24 .0]24.1|24 .1/24.2/24.3/24.4|24-5]24 6/24 .6)24.7/24 .8/24.9) — 
2 Ontsrere eee 24 .8]24 -9|24.9|25 -0]25- 1/25 -1/25 -2|25 -2/25 -3/25 -4/25 -5;25 -6)/25 -7/25 -8|25 -9| — 
Oe acysto 28 .8]25 9/25 .9|20.0|20.1|26.1/26.2/26.2/26.3/26.4/26.5/26.6)26.7/26.8/26.9) — 
OSacchsce 26.7|26.8)/26.8/26.9|27 0/27 .0|27.1/27-2/27-3/27-4|27-5|27-6/27-7/27.8|27.9| — 
20 arte eee 27.7|27.8|27.8|27.9|28.0/28.0/28.1/28.2/28.3/28.4/28.5/28.6/28.7/28.8/28.9] — 
20mm es assis 28 .6/28.7|28.7|/28.8/28 .9]29 0/29 - 1/29 - 1/29 - 2/29 - 3/29 -4|29 .6|29.7/29 -8/29 -9| — 
BT Neca. ss 29 -5|29 -6/29 - 6/29 - 7/29 -8]29 -9| 30- 0/30. 1|30- 2/30. 3/30-4|30-5/30.6/30.8)30.9] — 
gococoas 30-4] 30- 5]30-5]30-6) 30. 7/30-9/31-O/31-1/31-2/31-3/31-4)31-5/31-6/31.7/31-9| — 
33------- 31-3/31-4/31-4]31-5)31 -0/31 -8)/31 .9/32.0/32.1)32. 3/32.4]32.5/32.6/32.7/32.9| — 
34------- 32-2|32-3/32-3/34-4'32-5|32-7/32-9/33-0/33-1/33-2)/33-3/33-5/33-6/33-7/33-9| — 
35--++-- 33-9/33-1/33-2133-4/33-5/33-6133-8133-9]34-0/34-2/34-3/34-5/34-6/34-7/34-9| — 
| 
61 62 63 64 | 65 66 | 67 68 | 60 70 41 W2 73 94 | 45 
DORE rare setae 20.1/20. 2/20. 2/20. 3/20.4120.5/20.6/20. 7/20.9/21.0/21.1/21. 2/21. 3/21-5/2T-6 
OT re ectersieeaee 24.121 .2|2T. 3121 .4|21 5/21 6/21. 7/20. 8|22.0122. 1/22. 2\22. 322 alae. gigas 
Be ace heats chore 22.1/22.2|22.3/22.4/22.5/22.6/22.7/22.8/23.0/23.1/23.2/23.3/23.4/23-5|23-7 
22 Reese wiser 23-1/23.2|23.3/23-4/23.5|23-6|23.7/23.8/24.0/24.1/24.2/24.3/24.4|/24.6/24.7 
Bd ae Nereis 24-1)24.2|24.3/24-4/24.5/24.6|24.7|/24.9|25.0/25.1/25.2|25.3/25.5|25.6/25.7 
2 Geers tre chererie 25-125 -2/25-3/25 -4|25 -5/25-6/25.7/25-9|20.0 26. 1/26.2/26.4/26.5|/26.6/26.8 
SOR et eters 26.1)/26.2/26.3)/26.5}26.6/26.7/26.8)27.0/27.1 27.2/27.3127.4|27.5|27.7127.8 
i Seep eee 271/27 .3|27-4/27-5|27-6|27.7|27.8|28.0|28. 1/28. 2/28. 3/28. 4|28.6)28.7/28.9 
Pi SSeS Senet 28.1/28.3/28.4/28.5|28.6)28.7/28.8)/29.0|29.1 29.2/29.4/29-5|29.7/29-8|29.9 
2Q----------- 29-129. 3/29-4)29.5|/29.6,29.8|29.9] 30. 130.2 30. 3/30. 4] 30-5)30-7|30-9/31.0 
BOsbiac ceicises 5 30-1/30- 3/30.4/30.5/30.7/30.8/30.9/31- 1/31. 2/31. 3/31.5/31-6/31-8/ 31.9132. 
3I----2-20--- 31 -2/31-3/32-4/32-5/31-7 31-731 -8/32.0/32.2/32.4/32.5132.6/32.8)33.0133.1 
32---++-+---- 32 -2/32.3)32-5/32-6/32-7 32.0/33-0/33-2 33-3 33-4/33-6/33-7|33-9|34-0/34-2 
33-----60---- 33-2/33-3)33-5/33-6/33-8 33-9/34-0/34.2/34.3 34-5134-6134.7/34.9/35-1|35-2 
B4---eeeeeeee 34-2/34-3/34-5/34-6/ 34-8 34.9135 -0/35-2/35-3 35-5135-6|35 -8|36.0|36. 1136.3 
35-2+eeeeeeee 35 -2/35-3/35-5/35 -0/35 -8)35-9/36. 1/36. 2/36.4/36.5/36.7/36.8/37.0137.2/37.3 


ing about 2? inches in diameter at the top, and 2} inches in diameter 
at the bottom, having carefully rounded rather than square edges, and 
being $ inch deep. The bottom is not perfectly flat, but slightly crowned 
outward. Such a dish will hold about 35 cc. 

For purposes of economy it is best to have these dishes spun out with 
a thick bottom, but with thin sides, not so thin, however, as to be too 
readily bent. 

If platinum dishes cannot be afforded, dishes of porcelain, glass, 
aluminum, nickel, or even tin may be used, but in all cases should be 
as thin as practicable. 

About 5 cc. of the thoroughly mixed sample of milk are carefully 
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transferred by means of a pipette to a tared dish on the scale-pan, and its 
weight accurately determined. The dish with its contents is then trans- 
ferred to a water-bath, being placed over an opening preferably but little 
smaller than the diameter of the bottom of the dish, so that as large a 
surface as possible is in contact with the live steam of the bath. Here 
it is kept for at least two hours, after which the dish is wiped dry while 
still hot, transferred to a desiccator, cooled, and weighed.* 

Babcock Asbestos Method.{—Provide a hollow cylinder of perforated 
sheet metal, 60 mm. long and 20 mm. in diameter, closed 5 mm. from 
one end by a disk of the same material. The perforations should be 
about 0.7 mm. in diameter and about 0.7 mm. apart. Fill loosely with 
from 1.5 to 2.5 grams of freshly ignited, woolly asbestos, free from fine 
and brittle material, cool in a desiccator, and weigh. Introduce a 
weighed quantity of milk (between 3 and 5 grams), and dry in a water- 
oven to constant weight, which is usually reached after four hours’ heating. 

DETERMINATION OF ASH.—The platinum dish containing the milk 
residue, obtained in the determination of total solids by the dish method 
described above, is next placed upon a suitable support above a Bunsen 
flame (a platinum triangle or a ring stand is convenient for this), and 
the residue is ignited at a dull-red heat to a perfectly white ash, after 
which it is cooled and weighed. 

DETERMINATION OF FAT.—Babcock Asbestos Method.—Extract the 
residue from the determination of water by the Babcock asbestos method 
with anhydrous ether in a continuous extraction apparatus, until all the 
fat is removed, which usually requires two hours. Evaporate the ether, 
dry the fat in the extraction flask at the temperature of boiling water, 
and weigh. The fat may also be determined by difference, drying the 
extracted cylinders at the temperature of boiling water. 


*Tt is a common practice to transfer the milk residue, after a preliminary drying on the 
water-bath, to an air-oven, kept at a temperature of from 100° to 105°, where it is dried to 
a constant weight; but after an experience in analyzing over 30,000 samples of milk, the 
author is prepared to state that in his opinion the results obtained by the above method of 
procedure, using the water-bath alone, are more satisfactory. It is impossible to keep a 
milk residue at a temperature above 100° for any length of time without its undergoing 
decomposition, especially as to its sugar content, as is shown by the darkening in color. A 
milk residue should be nearly pure white, a brownish color showing incipient decomposi- 
tion. Hence, by continued heating, especially at the temperature of 105°, the residue would 
continue to lose weight almost indefinitely. If it is thought best to give a final drying in 
the air-oven, the time should be short and the temperature employed should not in any case 
exceed 100°. 

+ U.S. Dept. of Agric., Bur. of Chem., Bul. 38, p. 100, 
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The Adams Method.—For this method a strip of fat-free filter-paper 
about 2} inches wide and 22 inches long is rolled into a coil and held in 
place by a wire as shown in Fig. 44. Schleicher and Schiill furnish fat- 
free strips especially for this work, but it is very easy to prenare the strips 
and extract them with the Soxhlet apparatus. 

About 5 grams of milk are run into a beaker with a pipette, and the 
weight of the beaker and milk are determined. The coil is then intro- 
duced into the beaker, holding it by the wire in such a manner that as 
much as possible of the milk is absorbed by the paper. It is often possible 
to take up almost the last drop of the milk. By then weighing the beaker, 
the amount of milk absorbed by the coil is determined by 
difference, and the paper coil is hung up and dried, first 
in the air and then in the oven at a temperature not ex- 
ceeding 100°. Another method of charging the paper coil 
consists in suspending it by the wire and gradually de- 
livering upon it 5 cc. of the milk from a pipette, the dens- 
ity of the milk being known. 

The coil containing the dried residue is then transferred 
to the Soxhlet extraction apparatus (see p. 53) and sub- 
jected to continuous extraction with anhydrous ether for 
at least two hours, the receiving-flask being first accur- 
ately weighed. The tared flask with its contents is freed 
from all remaining ether, first on the water-bath and finally 

Md in the air-oven. It is then cooled and weighed, the in- 
Fic. 44.— The : Ne RPT 

Adams Milk. crease in weight representing the fat in the amount of 
_ fat Coil. milk absorbed by the coil. If there is any doubt about 
all the fat having been extracted at first, the process of extraction 
may be continued till there is no longer a gain in weight of the flask. 
Experience soon shows the length of time necessary for the complete 
extraction, which of course depends on the degree of heat employed, and 
the frequency with which the ‘extracting-tube overflows. Two hours is 
ample for most cases, in which the conditions are such that the ether 
siphons over from the extraction-tube ten times per hour. 

FAT METHODS BASED ON CENTRIFUGAL SEPARATION.—These 
methods are the most practicable for commercial work and for use by 
the public analyst, since they are much more rapid, and, if carefully 
carried out, practically as accurate as the Adams method. They all 
depend upon the use of a centrifuge usually having hinged pockets 
in which are carried graduated bottles, into each of which a measured 
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quantity of milk is introduced. The milk is then subjected to the action 
of a suitable reagent, which dissolves the casein and liberates the fat in 
a pure state, after which, by whirling at a high speed, the pockets are 
thrown out horizontally and the milk fat driven into the neck of each 
bottle, where the amount is directly read. 

The Babcock Test, although devised originally for the use of creameries 
and dairymen, is now extensively employed for fat determination in the 
laboratory. Leach found that the results by the Babcock test and the 
Adams method, obtained from time to time during ten years, agreed 
within narrow limits. The following figures show the results of such 
comparative determinations made in duplicate on three samples of milk, 
viz., a pure whole milk, (1) and (2); a watered milk, (3) and (4), and a milk 
centrifugally skimmed, (5) and (6). 


COMPARATIVE FAT DETERMINATION BY ADAMS-SOXHLET AND BY 
BABCOCK PROCESSES. 


Per Cent of Per Cent of 
Fat by the Fat by the 


Adams-Soxh- Babcock 

let Process. Process. 
AG whole milk e(h) sels miiss «sie e eae 4.27 4.30 
(C3) FE oe A oe 4.28 4.35 
ANawwalbered) rarl ken (3) eespenerete ele < tel 2.70 2.70 
(A) eee sete Goes 2.74 2.80 
Avskimmed milki(6) is ecianciecc «i> « 0.16 Onrs 
(6) ator aces ste 0.14 0.15 


Equally satisfactory results were obtained by Winton, using the Bab- 
cock asbestos method for comparison. 

The Centrifuge-—Various styles of centrifuge, carrying from 2 to 
40 bottles, are in use for this process. 

Two forms of hand machine are shown in Fig. 45, one (D), for two 
bottles, arranged to screw on the edge of a table, the other for twelve bottles 
inclosed in a cast-iron case. ~ 

_ The number of revolutions of the revolving frame for each turn 
of the crank and the number of turns per minute necessary to secure 
the requisite number of revolutions of the frame should be determined ' 
once for all for each machine and the latter adhered to in making all 
tests. 
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Fic. 45.—Apparatus for Babcock Test. 
A, Burrell’s electric centrifuge; B, Burrell’s steam turbine centrifuge; C and D, Burrell’s 
hand centrifuges; EH, milk bottle; F, Wagner’s skim-milk bottle; G, Swedish or combined 


acid bottle. 
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The steam turbine machines (Fig. 45, B) are simple in construction 
and the steam serves to keep the bottles warm as well as to furnish power. 
The steam impinges against a series of paddles on the outer periphery of 
the revolving frame, driving it like a horizontal water-wheel. A reverse 
steam jet, steam gauge, and hot-water tank for filling the bottles are also 
provided. 

Fig. 45, 4 shows an electric machine for 24 to 36 bottles. Laboratory 
centrifuges are also provided with frames for Babcock bottles. 

Glassware.—The ordinary test bottle for milk is shown in Fig. AS eit. 
It has graduations corresponding to from o to 10% of fat, using 17.6 cc. 
of milk. One of various forms of skim milk bottle is also shown (F). 
The graduated tube has a capacity corresponding to only 0.25% for its 
entire length, hence the need of a second tube of larger bore for filling. 

The pipettes are graduated to hold 17.6 cc., which for average milk 
weighs 18 grams. ‘The lower tube should be of such a size as to enter the 
neck of the test bottle. 

A 17.5 cc. cylinder is provided for measuring the acid, but where 
considerable numbers of tests are made some special measuring device 
is desirable. Fig. 45, G shows a combined acid bottle and pipette, the 
latter being filled by tipping up the bottle. 

Manipulation.—Pipette 17.6 cc. (corresponding to 18 grams) of the 
milk into the test bottle and add 17.5 cc. of commercial sulphuric acid. 
(sp.gr. 1.82-1.84). Mix thoroughly by a vigorous rotatory movement 
holding the neck of the bottle between the fingers and at a slight angle 
away from the body. The lumps of curd which at first form disappear 
upon shaking; much heat is developed during the mixing and the color 
changes to deep brown. 

Place the test bottles in the pockets of the centrifuge (symmetrically 
arranged to keep the revolving frame in balance) and whirl at the rate of 800 
to 1000 revolutions per minute, according to the diameter of the frame, for 
5 minutes. Stop the machine, fill each bottle up to the neck with boiling 
water and whirl for two minutes longer. Add boiling water up to near 
the top of the graduation and whirl finally for two minutes. 

Remove the bottles from the machine and take the readings of the 
bottom and the very top of the fat column, the difference being the per cent 
of fat. If desired, the percentage may be obtained directly by means of 
calipers. To avoid danger of cooling it is well to immerse the bottles nearly 
to the top of the neck in water at 60° C., removing one at a time for 


reading. 
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The Werner-Schmidt Method.—Ten cc. of milk are introduced by 
means of a pipette into a large test-tube of 50 cc. capacity, and 10 cc. of 
concentrated hydrochloric acid are added. The mixture is shaken and 
heated till the liquid turns a dark brown, either by direct boiling for a 
minute or two, or by immersing the tube in boiling water for from five to 
ten minutes. The tube is then cooled by im- 
mersion in cold water, and 30 cc. of washed ether 
is added. The tube is closed by a cork provided 
with tubes similar to a wash-bottle, the larger 
tube being adapted to slide up and down in the 
cork, and preferably being turned up slightly at 
the bottom. The contents of the tube are 
shaken, the ether layer allowed to separate, and 
the sliding-tube arranged so that it terminates 
slightly above the junction of the two layers. 
The ether is then blown out into a weighed 4 
flask. A second and a third portion of ether 
of 10 cc. each are successively shaken with the 
acid liquid and added to the contents of the 
weighed flask, from which the ether is subse- 


quently evaporated and the weight of the fat 
easily obtained. Fic. 46.—TheWerner-Schmidt 
Fat Apparatus. 


Instead of measuring the milk into the testing- 
tube, a known weight of milk may be operated on. A sour milk may be 
readily tested in this way, provided it is previously well mixed. 

Determination of Fat by the Wollny Milk-fat Refractometer.*—This 
instrument presents the same appearance as the butyro-refractometer, 
Fig. 38, with an arbitrary scale reading from o to 100, the equivalent 
readings in indices of refraction of the Wollny instrument varying from 
1.3332 to 1.4220. Exactly 30 cc. of the milk to be tested are measured 
into the stoppered flask A, Fig. 47. This may be done by the use of 
the automatic pipette, which holds exactly 74 cc., removing four pipettes 
full of the milk. B is a numbered tin sampling-tube in which the milk 
sample is kept for convenience, and into which the automatic pipette 
readily fits. Having measured 30 cc. of the milk into the flask Assia 
drops of a solution of 70 grams potassium bichromate and 312.5 °C: 01 
stronger ammonia in one liter of water may be added as a preservative, 


ee ee eee 


* Milch Zeit., 1900, pp. 50-53. 
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if the sample is to be kept for some time before finishing the test. Twelve 
drops of glacial acetic acid are added to curdle the milk. The flask is 
then corked and shaken for one to two minutes in a mechanical shaker 
after which 3 cc. of a standard alkaline solution are added, and the flask 
corked and shaken for ten minutes in the mechanical shaker, the tempera- 
ture being kept at 17.5°C. The standard alkaline solution is prepared 


Fic. 47.—Accessories for Carrying Out the Wollny Milk-fat Process. 


by dissolving 800 cc. of potassium hydroxide in a liter of water, adding 
600 cc. of glycerin and 200 grams pulverized copper hydrate, the mixture 
being allowed to stand for several days before using, shaking at intervals. 
Finally 6 cc. of water-saturated ether are added to the mixture in the 
flask, using for convenience the automatic pipette fitted in the corked 
bottle as shown. ‘The flask is again shaken for fifteen minutes in the 
mechanical shaker, and whirled for three minutes in the centrifuge, after 
which a few drops of the ether solution are transferred to the refractometer, 
and the reading taken. The percentage of fat is obtained by means of 
the following table: 
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PERCENTAGES OF FAT CORRESPONDING TO SCALE READINGS ON THE 
WOLLNY REFRACTOMETER. 


Scale Per Scale Per Scale | Per Scale | Per Scale | Per | Scale Per 
Read-| Cent || Read-| Cent || Read- | Cent || Read- | Cent Read-| Cent |; Read-| Cent 
ing. Fat. ing. Fat. ing. Fat. ing. Fat. ing. Fat. ing. Fat. 
2O nO lers cteri= 24.5 | 0.4%-|| 29.0 | 0.87 || 33-5 | 1-34 || 38.0 | £-85 || 42-5 || 2-45 
Ti epeistaets 6 | 0.42 I | 0.88 OpeIE 35 it |) Stel? © || Bans 
Re oil ate arereie GE |) QOn@e 2 | 0.89 OP | shasta) 2a\el oS 7 | 2.44 
| Bite e ec 8 | 0.44 3 | 0.90 Saieues ey || seextsks) 8 | 2.46 
4 |---+-- 9 | 0-45 4 | 0.91 9 | 1-38 4 | 1-90 9 | 2-47 
Salissest: 25-0 | 0.46 Gi) CaP |) eS 4) Feo 8p) 5 (I-91 || 43-0 | 2.49 
6 | 0.00 i || acy) 6 | 0.93 el hee Ke) Ore O2 T2450 
Vb |) CHCh 2 | 0.48 7 | 0.94 Py Whe WEEE sO3) 2a R255 5 
8 | 0.02 3 | 0-49 8 | 0.95 3 | 1-43 8 | 1.94 3 | 2-52 
9 | 0-03 4 | 0.50 g | 0-96 4 | 1-44 9 | 1-95 4 | 2-54 
21.0 | 0.04 3 | Gigs ||| coe) |) ey Gu tes) | 20-05) ar.00 i | aes 
I | 0.05 6,| 0.52 I | 0.98 6 | 1.46 rt | 1.98 6 | 2.56 
2 | 0.06 il || DES} 2 | 9-99 7 | 1-47 2 | I-99 7 | 2.58 
3 | 0.08 8 | 0.54 2) (ED -00 8 | 1.48 3 | 2.00 8 | 2.60 
4 | 0.09 9) | 0.55 AaieLeor 9 | 1-49 4 | 2.02 @)}) B30: 
5) | 02101) 265091 0°57 Sl) Bee ||| agse) || Poke Sula2cO3in|ln44eonleaeos 
6 | o.11 I | 0.58 (|| aex) | alse 6 | 2.04 I | 2-64 
G) || Oo 2) \ROnS9 7 | 1.04 20 er. 52 G || SOS 22505 
8 | 0.13 3 | 0.60 6) |f sks) Sy lete54: Se ie2eO7 Bule2sO7 
9 | 0-14 4, | 0.61 9 | 1-06 Aas 5 g | 2-08 4 | 2.68 
22.0 | 0.15 ll Ox |) BUSS |) etey/ 5 | 1-56 || 40.0 | 2.09 5 | Berke 
I | 0.16 6 | 0.63 I | 1.08 © || Wake ag | 2cate) Onan 
2aiOnL7, 7 | 0.64 2 | 1.09 7h \| habe 2 |ie2ieh2 Tinea 2: 
By O15 8 | 0.65 Shleteno 8 | 1-59 |) ene Sezera 
4 | 0.19 g | 0-66 4) eas 0) |t00 4 | 2.54 One. 75 
5 |0220) || 2750 | 0.67 iy |) econ} |] KONC) I) sear S lens 45 Onleaa yy, 
6 | 0.21 I | 0.68 6 | 1.13 T |/)1502 6 | 2.16 i 278 
G l| @ak: 25200 Wf || Sboient 20 er .64, Gh || Bouts) BY |) Bei) 
8aior23 3 | 0-70 Sie els GF ll dealers Sp p2e20 3 | 2.80 
9 | 0-24 4) 0.71 Ouler sro 4 | 1.66 G) || Qa 4 | 2.82 
PRO |) O50 50272532 Onan. 27 Somes 7a ea Onlmen23 5 | 2-84 
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2 | 0.27 i One By tk Te eK) 7 | 1.69 OY | Clee Gp |) Bexshy 
3) |) 0.28 8 | 0.75 gj] awe Saeta70 §} |) B68) 8 | 2.88 
4 | 0.29 9 | 0.76 A || te} Oumiern Aaea 27) Q | 2-89 
5 | 0.30 || 28.0 | 0.77 Ge ie) I 6 y7s0) |) e557 5 | 2.28 || 46.0 | 2.90 
(S|) Conch I | 0.78 6 | 1.24 Te ena7 3 6 | 2.30 I | 2.92 

7a) 0232 2 | 0.79 GN iceals mb © 2.32 By |e 
Se sOnss 3 | 0-80 |) Boao 3 ah j 2238 3 Eat 
9 | 0.34 4 | 0.81 @) |) ec2y/ ee ays) Ou2-34 4) 2590 
24.0 | 0.36 5 | 0.82 || 33-0 || 1.28 Gall see tey il APRS) | Goes 5 | 2-98 
DT |LO=37 6 | 0.83 Bt || se P0) 6 | 1.80 Tee 7, 6 | 3.00 
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PERCENTAGES OF FAT CORRESPONDING TO SCALE READINGS ON THE 
WOLLNY REFRACTOMETER —(Continued). 


I! 
Scale | Per Scale Per Scale Per Scale | Per Scale Per Scale | Per 
Read-| Cent || Read-| Cent || Read-| Cent || Read- | Cent || Read-| Cent || Read-| Cent 
ing. Fat. ing. Fat. ing. Fat. ing. Fat. ing. Fat. ing. Fat. 
47-9 | 3-05 || 50-5 | 3-59 || 54-0 | 4-18 |! 57-5 | 4.78 |] 61-0 | 5.44 || 64.5 | 6.14 
E3500 6 | 3-60 I | 4.20 6 | 4-80 I | 5-46 6 | 6.16 
rl Siete) Gh |) aOR |) Aewe Ge || abet Bi) Gels) yf | Oni 
G3 || geiko) 8 | 3.63 8 | Moa 8 | 4.84 3], Baise 8 | 6.20 
AA) Bese 9 | 3-64 4 | 4-25 9 | 4-86 A || Bake @) || O.88 
5 | 3-14 || 51-0 | 3-66 5 | 4-26 || 58.0 | 4.88 5 | 5-54 || 65-0 | 6.24 
On| 3a ie || Baty 6 | 4-28 I | 4-90 OM Fao io | Ona 
7 | 3-16 2 | 3.68 7 | 4-29 2 | 4.92 7 | 5-58 2 | 6.29 
8 | 3-17 3 | 3-70 8 | 4-31 3 | 4-94 8 | 5.60 3 | 6.31 
9 | 3-18 4 | 3-72 9 | 4-33 4 | 4-95 9 | 5-61 4 | 6.34 
48.0 | 3.20 5 | 3-74 || 55-0 | 4-35 5 | 4-97 || 62.0 | 5.63 5 | 6-36 
ne ||| Gye 6 | 3-76 se || Ahegyyl 6 | 4.98 || BOs ()]) Ongts} 
Bo) Bn Wh Seeks: B || le Bier 7 | 5.00 2 | 5-66 47 | 6.40 
|) Baws 8 | 3-80 3 | 4-40 i) || Soy} 3 | 5-68 8 | 6.42 
4 | 3-27 9 | 3-82 4 | 4-42 9 | 5-04 4 | 5-70 9 | 6.44 
5 | 3-28 |) 52-0 | 3.84 5 | 4-43 |] 59-0 | 5-06 5 | 5-72 || 66.0 | 6.46 
6 | 3-30 r | 3-85 6 | 4-44 I | 5-08 6 | 5-74 
7 | 3-32 2 | 3-87 7 | 4-46 2 | 5-10 7 | 5-76 
8 | 3-33 3 | 3-89 8 | 4.48 3 | 5-11 8 | 5.78 
9 | 3-34 4 | 3-90 9 | 4-49 4 | 5-13 || 9 | 5-80 
49-0 | 3-36 5 | 3-92 || 56.0 | 4-51 5 | 5-15 |, 63-0 | 5-82 
I | 3-38 6 | 3-93 r | 4.53 6 | 5-17 1 | 5-84 
2 | 3-40 7 | 3-95 2 | 4-55 7 | 5-19 2 | 5.86 
3 | 3-42 8 | 3-97 3 | 4-57 8 | 5-20 3 | 5-88 
4 | 3-43 9 | 3-99 4 | 4-59 9 | 5-22 4) || 3292 
5 | 3-44 || 53-0 | 4-01 G1 "4=00) || 60201;| 5 24 5 | 5-92 
6 -45 ny Wao} 6 | 4.61 |) Bepto Ones 204) 
7 340 2 | 4.04 7 | 4-63 2 | 5-28 7 | 5-96 
8 | 3.48 3 | 4-06 8 | 4-65 3 | 5-30 8 | 5-98 
9 | 3-50 4 | 4-07 9 | 4-67 4 | 5-32 || 9 | 6-00 
50-0 | 3-51 5 | 4-09 || 57-0 | 4-69 5 | 5-34 |; 64-0 | 6.02 
I . 6 | 4.10 ie || Alpe 6 | 5.36 1 | 6.04 
2 aes 7 | 4-12 2 | 4-73 7 | 5-38 2 | 6.07 
3 | 3-56 8 | 4-14 3.| 4-75 8 | 5-40 3 | 6.09 
4 | 3-57 9 | 4-16 4 | 4-76 9 | 5-42 4 | 6.12 
5 | 3-59 || 54-0 | 4-18 |) © 5 | 4-78 || Or-0 | 5-44 5 | 6-14 


The following table is of use for those who wish to employ the 
Wollny method, but have the Abbé refractometer instead of the milk-fat 
refractometer. 
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INDICES OF REFRACTION (np) CORRESPONDING TO SCALE READINGS OF 
THE WOLLNY MILK-FAT REFRACTOMETER. 


Refrac- Fourth Decimal of np. 

tive 

Index 

np. 0 | 1 | 2 3 4 5 | 6 | 7 | 8 | 9 

Seale Readings. 
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Teg52) || 1823) |e 1S64 a 18s) a Se Or rey £88 al er Seolely TOs: Enno) seam melo. 
es SS mlelOcoe |) Los eilerO=5 TO Ome. 7, Oe Ee), || seeCr iP lenis 1 Bo.8 
Re, || EeaS || Boe, i Hons || asl ||) eey? || Aerts |) Bao |) 21.0 | an. fayeares 
LenB: | Bite) 21.4 eters 210 Ait oi 21.8 21.9 22.0 22 aie e222 
Ta3 50mm 22ee 22.4 22m DAAC 227 22.8 22.9 23-0 Rehene || oi fr 
T3575) 2323 1) 23-4 ah 2325, 10230: he 237" cs Sallee2 tO 24 -Oum||mo4 siammodee 
1-358 | 24-3 24.4 24-5 24.6 24-7 24-8 24-9 25-0 ASE Ee || AA 
HORA jes} | tere Nl Migdis | AaO Sattar || ayes |) ASLO) | SAGs | Soe | eo 
r-360 26.3 26.4 26.5 26.6 26.7 26.8 26.9 2720 27 Ce ors 
P30 TM 2 7-475 272027 a7 ae 7 Om ee2 720) alec OL Omi 2 oet eel | bfsiac} 
Oey | CASE artis Ge atioge || IS | Asse || Boney || 2ecn 20 <2 2053 
1.363 | 29-4 | 29.5 | 29-6 | 29.7 | 29-8 | 29.9 | 30-0 | 30.1 | 30-2 | 30-3 
MERIONE | Bolerh || Brel 30-0 || =30-7 30.8 ZO shea 3.2 BT Sob les bead: 
1-365 | 31-5 | 31-6 |. 31-7.) 32-8 | 31.9 | 32-0 | 32.1 || 32-2) 32.3 e gag 
ete 32-5 | 32-7 | 32-8 |. 32-9 | 33-0 | 33-2 | 33-2 | 33-3 | 33-4 | 33-5 
Boe 33-6 | 33-7 | 33-8 | 33-9 | 34-0 | 34-2 | 34-3 | 34-4 | 34-5 | 34-6 
1.3 34-7 | 34-8 | 34-9 | 35-0 | 35-1 | 35-2 | 35-3 | 35-4 | 35-5 | 35-6 
1.369 | 35-7 | 35-8 | 36.0.] 36-2 || 36.2 | 36.3.) 36.4 | 36:5 1) 36.6) 360g 
F370" 36.85 96.9- |: -37-0)-37 nM) gy a 3g -4 -6 8 
I-371 | 37-9 | 38-0 | 38-1 | 38-2 | 38-3 | 38-4 38 5 38.6 3.) 38.8 
1.372 | 38-9 | 39-0 | 39-2 | 39-3 | 30-4-=39-5 | 39.6 | 39-7 | 39-8 | 30.9 
1-373 | 40-0 | 40.1 | 40.2 | 40.3 | 40.4 | 40.5 | 40.7 | 40-8 | 40.9 | 41-0 
13374 40-T | “40-2 | 4023) | 4r4i Ars) 40.6 a) at-35)) 4729 al 42-omacer 
a. 42.2 42-3 42.4 42.5 42.6 42.7 42.8 42-9 Ag2Om eA sax 
1.37 43-2 43-3 | 43-4 | 43-6 | 43.7 43-8 43-9 44.0 4a Wade 
1-377 | 44-3 | 44-4 | 44-6 | 44.7 | 44.8 | 44.9 | 45-0 | 45-1 | 45.2 | 45-3 
1-378 | 45-4 | 45-6 | 45-7 | 45-8 | 45-9 | 46.0 | 46.1 | 46.2 | 46.3 | 46.4 
1-379 | 46.6 | 46.7 | 46.8 | 46.9 | 47.0 | 47. | 47.2 | 47-3 | 47-4 | 47-6 
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INDICES OF REFRACTION (np) CORRESPONDING TO SCALE READINGS OE 
THE WOLLNY MILK-FAT REFRACTOMETER—(Continued). 


| 3 


Refrac- Fourth Decimal of 7p. 
tive 
Index, 
"p. 0 1 2 3 4 5 
Seale Readings. 
Besee47-7| 47-5] 47-9 | 48.0 | 48.1 |{ 48.2 
1.381 | 48-8 | 48-9 | 49-0 | 49.1 | 49-2 | 49.3 
1.382 | 49-9 | 50-0 | 50-1 | 50.2 | 50.3 | 50.4 
eso sete LAO mes Le T Soe ees Ls Sees ied 1 5 sO 
Be364 | 5225 (ee) 5223 52-4 52.6 52e7 
Seen es set 55-3 53-4 | 53.0 | -53.7° | 53-8 
B-3900)) 54-3 | 54-4 | 54-6 | 54-7 | 54.8 | 54-9 
Boae7) 55-41 155-8 1-55-72) 55-8 | 559. |, 56-0 
e255 050-0) 50-7 | 50.8") 560-9 || 57. | 57-2 
begeo 57-0 157-9 | 58-0 | 58-2 | 58.2- | 5823 
1-390 | 58-9 | 59-0 | 59-1 | 59-2 | 59-4 | 59-5 
eer (lie OO 3k: mp OOh 2 al OO 3N5 | 60-4! 115 6026 ¥4") 60.9 
a0 2m Oras | OlSAN pL OT 5 O56 | Or28 +} 61-0 
ecg Sa O2 a 02200247 (Prstes || WAC) | Leia) 
1.394 | 63.6 63.8 63-9 64.0 64.1 64.2 
1.395 | 64-8 65.0 Os or 65.2 65-3 65.4 
1.396 | 66.0 66.2 66.3 66.4 66.5 66.6 
1.397 | 67-2 | 67-4 | 67-5 | 67.6 | 67.7 | 67.8 
T3209 |) 05241) 08.6) || 6827 | 68-8" | 68-9 | 69-0 
TEsOONNMOOHON 1109-811) 0029 4] 70-0) || “7osx 70.2 
RACOMMOFQM 7 E-OnGh a) We 7re2 "| 4r.4 | YT. 5 
To40M | 72-1 DD F2ieA 92.5 7250 72.8 
1.402 | 73-4 | 73-5 | 73-6 | 73-8 | 73-9 | 74-0 
©4063} 74-0 | 74-8 | 74-9 | -75-0 | 75-1 | 75-2 
Po404)75-9, | _yO-0 |, 70.5 | 76.2 | 70.4.) 70.5 
ErAOe ANT7-2 [977-2 | 77-4 77-5 177-7 | 77-8 
1.406 | 78-5 | 78-6 | 78.7 | 78-8 | 79-0 | 79-1 
22407) 79-8 | 79-9 || 80-051—80-1 80.2 | 80.4 
Poon Sr Omlmors Tali eote2n | Sie4 | Of 5 | 81.6 
SE OOMO2 a3 mo 24 aiNeO2=5 a S2.0)9|) 82-28 | 182-9 
TOMES 3s sOMlESSe 70 | oseou|| 64-0 | S45 (|. -8452 
e4t1-| 94-0 | 85-0°| 85-2 | 85-3 | 85.4 | 85.5 
Taare SOn2e le o0s3)4) 180-59 60.0 |) 86.7 || 86-0 
EeArs.|| S725 9) 87.7 | 87-8 | 87.9 |. 88.1.) 88.2 
1.414 | 88.9 | 89-0 | 89-1 | 89.3 | 89.4 | 89-6 
Pears al O22 GOz24e |= 10035 go.6 | 90.8 90.9 
TATOR Ouse Om OL 7) | OL.0 6220) || 02-1 | 92-3 
1-417 | 92-9 | 93-1 | 93-2 | 93-3 | 93-5 | 93-6 
1-418 | 94-3 | 94-4 | 94-6 | 94-7 | 94-8 | 95-0 
1.419 | 95-7 | 95-8 | 96-0 | 96.1 | 96-3 | 96-4 
1.420 | 97.1 | 97-3 | 97-4 | 97-6 | 97-7 | 97-8 
1.421 | 98.5 | 98-7 | 98-8 | 99-0 | 99-1 | 99-3 
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‘DETERMINATION OF PROTEINS.—For determination of the total*nitro- 
gen in milk, 5 cc. are measured direct into a Kjeldahl digestion-flask, 
or a known weight from a weighing-bottle may be used, and the regular 
Gunning method is employed as described on page 69, proceeding with 
the digestion at once without evaporation. 

The total nitrogen, multiplied by 6.38, gives the total proteins. By 
many the old factor of 6.25 is still employed, but in view of the fact that 
both casein and albumin have been found to contain 15.7% of nitrogen, 
there would seem to be the best reasons for employing 6.38 as a factor 


( 100 ) 
15-7) 

Ritthausen’s Method.—Ten grams of milk are measured into a beaker 
and diluted with water to about 100 cc. Five cc. of a solution of copper 
sulphate (strength of Fehling’s copper solution, 34.64 grams CuSO, in 500 cc. 
of water) are added and the mixture stirred. A solution of sodium hydrox- 
ide (25 grams to the liter) is added cautiously a little at a time, till the 
liquid is nearly, but not quite neutral, avoiding an excess of alkali, as 
this would prevent the complete precipitation of the proteins. Allow the 
precipitate to settle, and pour off the supernatant liquid through a weighed 
filter, previously dried at 130° C. Wash a number of times by decantation, 
and transfer the precipitate to the filter, being careful to remove the por- 
tions adhering to the sides of the beaker with a rubber-tipped rod. . Wash 
thoroughly with water, and drain dry, after which the precipitate is washed 
with strong alcohol, dried, extracted with ether, preferably in a Soxhlet 
extractor, and then transferred on the filter to the oven, dried at 130° C., 
and weighed. The filter and precipitate are then burnt to an asi) in a 
porcelain crucible, and the weight of the residue subtracted from the first 
weight gives that of the proteins. 

Richmond * recommends modifying this process to the extent of 
neutralizing the milk, using phenolphthalein as an indicator, before adding 
the copper sulphate solution, and using only 2.5 cc. of the latter. 

Determination of Casein.—Van Slyke Method.t—Ten grams of the 
milk sample are placed in a beaker, and made up with water to about 
Too cc. at 4o° to 42°C. One and one-half cc. of a 10% solution (by weight) 
of acetic acid are added, the mixture stirred, warmed to the above tem- 
perature, and allowed to stand for from three to five minutes, till a floc- 


* Dairy Chemistry, London, 1914, p. 127. 
} U.S. Dept. of Agric., Div. of Chem., Bul. 43, p. 189; Bul. 51, p. 108. 
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culent precipitate separates, leaving a clear supernatant liquid. Decant 
upon a filter, wash with cold water two or three times by decantation, 
and finally transfer the whole.of the precipitate to the filter, and, after 
filtering, wash two or three times. The filtrate should be clear or nearly 
so. If not, it can generally be made so by repeated filtrations, and the 
washing done afterwards. The filter containing the washed precipitate 
is transferred to the Kjeldahl digestion-flask and the nitrogen obtained 
by the Gunning process. N 6.38=casein. 

Determination of Albumin.—Van Slyke Method.—To the filtrate from 
the direct determination of casein by the acetic acid method as described 
in the preceding section, exactly neutralized with sodium hydroxide, 
0.3 cc. of a 10% solution of acetic acid is added, and the mixture is boiled 
till the albumin is completely precipitated. The precipitate is collected 
on a filter and washed, the nitrogen being determined in the precipitate, « 
and the factor 6.38 used in calculating the albumin therefrom. 

Leffman and Beam Modification of the Sebelien Method.*—Owing to 
the tedious processes of washing and filtering incidental to the above 
method for determining casein, the following is suggested. Mix to cc. of 
the milk with saturated magnesium sulphate solution, and saturate the 
mixture with the powdered salt. Make up to Ioo cc. with the same solu- 
tion, mix, and allow the precipitate to settle, leaving a clear, supernatant 
layer. Withdraw as much as possible of the clear portion by a pipette 
and filter through a dry filter. Precipitate the albumin in an aliquot 
portion by Almén’s reagent (4 grams tannin in 1goo cc. of 50% alcohol 
mixed with 8 cc. of 25% acetic acid), filter, wash, and determine nitro- 
gen. NX6.38=albumin. 

To obtain the casein, subtract the albumin from the total protein. 

Determination of Nitrogen as Caseoses, Amino-compounds, Peptones, 
and Ammonia.—Van Slyke ¢ proceeds as follows: The filtrate from 
the determination of the albumin, as above, is heated to 70° C., 1 cc. of 
50% sulphuric acid is first added, and afterwards chemically pure zinc 
sulphate to saturation. The mixture is allowed to stand at 70° until the 
caseoses separate out and settle. Cool, filter, wash with a saturated zinc 
sulphate solution slightly acidified with sulphuric acid, and determine 
the nitrogen of the caseoses in the precipitate. 

For Amino-compounds and Ammonia treat 50 grams of the milk in a 


* Allen’s Commercial Organic Analysis, 4th Ed., Phila., 1914, 8, p. 156. 
1 N. Y. Exp. Sta. Bul. 215, p. 102. 
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2s5o-cc. graduated flask with 1 gram sodium chloride and a 12% solution 
of tannin, added drop by drop till no further precipitate is formed. Dilute 
to the 250-cc. mark, shake, and filter. Determine the nitrogen in 50 cc. 
of the filtrate, the result being the combined nitrogen of the amino-com- 
pounds and ammonia. 

Distil with magnesium oxide 100 cc. of the filtrate from the tannin salt 
solution, receiving the distillate in a standardized acid, and titrating in 
the usual way for the ammonia. 

Calculate the nitrogen of the peptones by subtracting from the total 
nitrogen that due to all other forms. 

Van Slyke has furnished the following unpublished analysis of a 
sample of milk three months old, kept under antiseptic conditions by 
chloroform. 


Per Cent Pete 
Per Cent Per Cent - N as Paranuclein, N er Cent 
Total N. Sol. Nitrogen. Caseoses, and as Amino- 
Peptones. compounds. 
0.561 0.099 0.074 0.025 


DETERMINATION OF MILK SUGAR.—If a polariscope is available, the 
sugar of milk can most readily and conveniently be determined by optical 
methods. In the absence of a polariscope, the reducing power of milk 
sugar on copper salts may be utilized quite accurately in determining 
the sugar, using either volumetric or gravimetric methods as desired. 

Determination by Polarization.—Wiley Method.*—1. Reagents —Mer- 
curic Nitrate——This solution is prepared by dissolving metallic mercury 
in twice its weight of nitric acid of specific gravity 1.42, and adding to 
the solution an equal volume of water. One cc. of this reagent will be 
found sufficient to precipitate the proteins and fat completely from 65 
grams of milk, but if more is employed the result of the analysis is not 
affected. 

Mercurtic Iodide Solution.—33.2 grams of potassium iodide are mixed 
_ with 13.5 grams of mercuric chloride, 20 cc. of acetic acid, and 640 cc. 
of water. 

Subacetate of Lead Solution, U.S. P. See page 610. 

Nortes.—For the Laurent polariscope, in which the normal weight 
for sucrose is 16.19 grams, the corresponding normal weight for lac- 


* Am. Chem. Jour., 6, 1884, p. 289. 
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tose is 20.496, while for the Soleil-Ventzke instrument, in which the su- 
crose normal weight is 26.048 grams, the corresponding lactose normal 
weight is 32.975.* 

It is customary to employ three times the normal weight of milk 
in the case of the Laurent instrument (viz., 61.48 grams) and twice the 
normal weight in the case of the Soleil-Ventzke (viz., 65.95 grams). 

As it is more convenient to measure the milk than to weigh it, and 
as the volume varies with the specific gravity, the following table is use- 
ful, showing the quantity to be measured in any case, having first deter: 
mined the specific gravity. 


Volume of Milk to be Used. 


Specific Gravity. For Polariscopes of For Polariscopes of 

which the Sucrose which the Sucrose 

Normal Weight is Normal Weight is 

16.19 Grams. 26.048 Grams. 

I.024 6020) “cc: O42 49 5CC, 
1.026 Slots) (ele O45 3 ICC: 
1.028 5Oromcc: 64515 Ce; 
I.030 Hoey Te, 64.0 cc. 
I.032 5O= Onece: 63.0) cc. 
1.034 SOG mECC: OsEOmicc: 
1.035 59-35 Cc. Kat) Ge 


For ordinary work it is sufficiently close to have a pipette gradu- 
ated to deliver 59.7 cc. if the Laurent instrument is used, and 64 cc. for 
the Soleil-Ventzke. 

2. Process. — Measure as above, the equivalent of 61.48 grams of 
the milk for the Laurent, or 65.95 grams for the Soleil-Ventzke, instru- 
ment into a 1oo-cc. graduated flask, add, in order to clarify, 2 cc. of acid 
nitrate of mercury solution, or 30 cc. of mercuric iodide solution, or Io cc. 
of lead subacetate solution. Shake gently and fill to the mark with 
water, then add from a pipette 2.5 cc. of water to make up for the volume 
of the precipitated proteins and fat, insuring too cc. of sugar solution. 
Shake thoroughly, filter through a dry paper, and polarize the filtrate, 
which must be perfectly clear, in a 200-mm. tube. Divide the reading 
by 3 for the Laurent and by 2 for the Soleil-Ventzke instrument. The . 
quotient is the percentage of lactose. 

3. Allowance for the Volume of the Precipitate——This of course varies 
with the content in proteins, and fat, and while the above allowance gives 


*lalp for lactose=52.53, [alp for sucrose=66.5, hence for the Laurent instrument 
52.53 : 66.5:: 16.19 : 20.406, 
and for the Soleil-Ventzke instrument 52.53 : 66.5 :: 26.048 : 32.975. 
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in most cases sufficiently close results, it is not exact. Leffmann* recom- 
mends that the amount of water to be added above too cc. be calculated 
in each case from the percentage of proteins and fat previously found by 
analysis, multiplying the actual weight of the fat in grams in the sample 
taken by 1.075, and the weight of proteins by 0.8, the sum of the two 
results being the volume in cubic centimeters occupied by the precipitate. 

All calculations are avoided by employing the double-dilution method, 
which is to be recommended when very particular results are required. 

Wiley and Ewell’s Double-dilution Method.t—Two flasks are em- 
ployed graduated at 1oo and 200 cc. respectively, into each of which 
are introduced 65.95 grams of milk, if the Soleil-Ventzke instrument is 
used (or 61.48 grams in case the Laurent is used) and 4 cc. of the mer- 
curic nitrate solution are added, both flasks being filled to the mark and 
shaken. The contents are filtered and the polarization is made in each 
case in a 4o0o-mm. tube. 

The second reading (that of the more dilute solution) is multiplied 
by 2, and the product subtracted from the first reading; the remainder 
is then multiplied by 2, and the product subtracted from the first read- 
ing (that of the stronger or 100 cc. solution). The result is the cor- 
rected reading, which, divided by 4, gives the exact per cent of milk sugar 
in the sample. This method depends on the fact that within ordinary 
limits the polarizations of two solutions of the same substance are 
inversely proportional to their volumes. 

DETERMINATION OF MILK SUGAR BY FEHLING’S SOLUTION.—T wenty- 
five grams of the milk (24.2 cc.) are transferred to a 250-cc. flask,'0.5 cc. of 
a 30% solution of acetic acid are added and the contents well shaken. 
After standing for a few minutes, about 100 cc. of boiling water are run 
in, the contents again shaken, 25 cc. of alumina cream are next added, 
the flask shaken once more, and set aside for at least ten minutes. The 
supernatant liquid is then poured upon a previously wetted ribbed filter, 
and finally the whole contents of the flask are brought thereon, and the 
filtrate and washings made up to 250 cc. The filtrate must be perfectly 
clear. The milk sugar in a solution thus precipitated would ordinarily 
not exceed } of 1 per cent. Scheibe { after precipitating with copper 
sulphate, adds 2 cc. of saturated sodium fluoride solution to precipitate 
the lime-which otherwise would cause an error of 0.10%. 


* Milk and Milk Products, p. 38. 
} Wiley’s Agricultural Analysis, p. 278; Analyst, 21, 1896, p. 182. 
} Zeits. Anal. Chem., 40, 1901, p. 1. 
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Volumetric Fehling Process.—From a burette containing the cleat 
milk sugar solution above prepared, run a measured volume into the 
boiling Fehling liquor containing 5 cc. each of copper and alkali solution 
till sufficient has been introduced to completely reduce the copper, con- 
ducting the operation in the manner described in detail on page 615. 

As 0.067 gram of milk sugar will reduce to cc. of Fehling solution 
(see p. 616), it follows that the number of cubic centimeters of sugar 
containing solution required for making the test (using preferably the 
average of several determinations) will contain 0.067 gram of milk 
sugar, from which the percentage is readily computed. Thus if 16 cc. 
of the milk sugar solution are necessary to reduce the Bau oa then 16 
cc. contain 0.067 gram milk sugar. 


250 cc. of solution contain 25 grams milk, 
ce ims c¢ (79 “ 


bcc 0.1 
16 cc. 6 ce ce 1.6 ce (79 
and 1.6 grams milk contain 0.067 gram milk sugar. Therefore the 
- 007% 
sample contains =a 19%. 


Gravimetric Fehling Processes.—O’ Sullivan-Dejfren Method.—T wenty- 
five cc. of the above milk sugar solution are added to the hot mixture of 
15 cc. each of Fehling copper and alkali solutions and 50 cc. water, pre- 
pared as directed on page 615, and the test carried out in accordance with 
the details given on page 618. The weight of the cupric oxide, CuO, as 
formed, may be roughly calculated to anhydrous milk sugar by multiply- 
ing by 0.6024. 

For more accurate results, however, the Defren table, page 619, should 
be used. 

Soxhlet’s Method.*—Twenty-five cc. of milk are diluted with 400 cc. 
of water in a half-liter graduated flask and 10 cc. of Fehling’s copper solu- 
tion are added. Then 8.8 cc. of half-normal sodium hydroxide are run in, 
or a sufficient quantity to nearly but not quite neutralize, the solution 
being still slightly acid. The flask is filled to the mark, shaken, and the 
contents filtered, using a dry filter. 

One hundred cc. of the filtrate are added to 50 cc. of the mixed Fehling 
solution, which is boiled briskly in a beaker (using 25 cc. each of the 
copper and alkali solution). After boiling for six minutes, filter rapidly 
through a Gooch crucible provided with a layer of asbestos as described on 
page 618, and wash with boiling water till free from alkali. The asbestos 


—— 


* U.S. Dept. of Agric., Bur. of Chem., Bull. 46, p. 41; Bul. 107 (rev.), p. 119. 
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film with the adhering cuprous oxide is washed into a beaker by hot dilute 
nitric acid, and after complete solution of the copper is assured, it is again 
filtered and washed with hot water till a clean solution containing all the 
copper is obtained. Add to cc. of dilute sulphuric acid (containing 200 cc. 
of sulphuric acid, specific gravity 1.84 per liter) and evaporate on the steam- 
bath till the copper has largely crystallized, then carefully continue the 
heating over a hot plate till the nitric acid is driven out, as evidenced by 
the white fumes of sulphuric. Add 8 or to drops nitric acid (specific 
gravity 1.42) and rinse into a very clean tared platinum dish of about 
Ioo cc. capacity, in which the copper is deposited by electrolysis. See 
page 634. 

The weight of milk sugar is determined from that of copper found, 
from the table on page 139. 

If the apparatus for the determination of the copper by the elec- 
trolytic method is not at hand, the cuprous oxide may be weighed 
directly in the Gooch crucible. In order to facilitate drying, it should 
be washed successively with ro cc. of alcohol, and 1o cc. of ether, after 
which it is dried thirty minutes in a water-oven at 100° C., cooled, and 
weighed. The weight of copper is obtained from the weight of the 
cuprous oxide by the use of the factor 0.8883. 

Munson and Walker Method.—The milk sugar solution is prepared as 
in Soxhlet’s method. For details as to the copper reduction process see 
page 622. 

Relation between Specific Gravity, Fat, and Total Solids of Milk.— 
The close relationship existing between these factors has long been 
known, and many formule have been devised, whereby, if two of them 
are known, the third may be computed with considerable approach to 
accuracy. ‘The specific gravity and the fat are very readily determined 
by any dairyman, by the aid of a lactometer and the Babcock apparatus. 
The total solids are ascertained with more difficulty, since the use of more 
involved and costly apparatus is necessary, besides considerable tech- 
nical skill. It is therefore common for producers to calculate the total 
solids from the fat and specific gravity, using one of the many tables pre- 
pared for the purpose, based on some one of the best accepted formule. 
The total solids can thus be calculated to within two or three tenths of 
ampere Cente : 

The two most commonly used formule for this purpose are those of 
Hehner and Richmond in England, and Babcock in the United States. 
Hehner and Richmond’s formula is 


T=0.255+ 1.2 + 0.14, 
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SOXHLET-WEIN TABLE FOR THE DETERMINATION OF LACTOSE. 


Milli- 
grams 
of Cop- 
per. 


100 
IOI 

102 

103 

104 
105 

106 
107 
108 
109 
IIo 
III 
II2 
113 
114 


Milli- 
grams 


of Lac- | 


tose. 


71.6 
72-4 
73-1 
73-8 
74.6 
75-3 
76.1 
76.8 
77-6 
78-3 
79-0 


79-8 
80-5 


81.3 
82.0 
82.7 
83-5 
84.2 
85-0 
85-7 
86.4 
87.2 
87.9 
88.7 
89.4 
90-1 
99-9 
g1.6 
92-4 
93-1 
93-8 
94-6 
95-3 
96.1 
96.9 
97-6 
98-3 
99-1 
99-8 


100.5 
IOI .3 
I02.0 
102.8 
103-5 
104.3 
105.1 
105.8 
106.6 
107-3 
108.1 
108.8 
109.6 
I10.3 
TLE 
III.g 
112.6 
113-4 
114.1 
114.9 
115.6 


ane 4 


Milli- 
grams 


of Cop- | 


per. 


161 
162 
163 
164 
165 
166 
167 
168 
169 
170 
I7I 
172 
173 
174 
175 
176 
177 
178 
179 
180 
181 
182 
183 
184 
185 
186 
187 
188 
189 
190 
I9t 
192 
193 
194 
195 
196 
197 
198 
199 
200 
201 
202 
203 
204 
205 
206 
207 
208 
209 
210 
Bit 
212 
Pam 
214 
2053 
216 
217 
218 
219 
220 


Milli- 
grams 
of Lac- 

tose. 


IR 
TI7-9 
118.6 
119.4 
120.2 
120.9 
E2TS7 
122.4 
123.2 
a23-9 
124.7 
1255 
126.2 
E2720 
127.8 
128.5 
e203 
130.1 
130.8 
131.6 
132.4 
TQQa0 
133-9 
134-7 


135-4 | 


136.2 
TAS: 
137-7 
138.5 
139-3 
140.0 


140.8 | 


141.6 
142.3 
143.1 
143-9 
144.6 
145-4 
146.2 
146.9 
147-7 
148.5 
149.2 


150.0 | 


150.7 
Est. 5 


152.2 


153-9 | 


153-7 
154-5 
155-2 
156.0 
156.7 
157-5 
158.2 
159-0 
159-7 
160.4 
161.2 
161.9 


Milli- Milli- Milli- 
Trams | grams grams 
a Cop- | of Lac- of Cop- 
per. tose. per. 
221 162.7 281 
222 163-4 282 
223 164.2 || 283 
224 164-9 284 
225 165-7 285 
226 166.4 286 
227 167.2 287 
228 167.9 288 
229 168.6 289 
230 169-4 290 
231 7 Os Te ee Ok 
232 170.9 || 292 
233 | 171.6 293 
234 172-4 204 
235 173-1 295 
236 | 173-9 296 
237 | 174.0 297 
238 | 175-4 298 
239 | 176.2 || 299 
240 176.9 300 
241 E77-7 || 302 
242 7S a5 lesz 
243 E19 -3 oes 
244 180.1 304 
245 180.8 305 
246 181.6 306 
247 182.4 307 
248 183.2 308 
249 184.0 309 
250 184.8 310 
251 185.5 311 
252 186.3 312 
253 187.1 313 
254 | 187.9 314 
255 188.7 315 
256 189.4 316 
257 190.2 317 
258 IQI-.O 318 
259 191.8 319 
260 192-5 320 
261 193-3 321 
262 194-1 322 
203 | 194.9 323 
264 | 195-7 324 
265 196.4 325 
266 | 197-2 || 326 
267 198.0 327 
268 198.8 328 
269 199-5 See) 
270 200.3 Joo 
2 201-1 331 
272 201.9 332 
273 202.7 333 
274 203-5 334 
(295 204-3 335 
276 205-1 330 
277 205 -9 337 
278 | 206.7 338 
‘279 207-5 339 
280 208.3 340 


Milli- 


Abie te fe a de Oe tr Oe SL a ars Oe SE AO a A wie SRT ie a Ge Sekt, nunca rc eer ie ieee oe Cr ee 
a0 Ho&tnr AwOo buAwORE NOHKBAIDONA DWH wWMa~WO) es NDOHWUNO NHN fUNTO PORCH UST SOE FACS) Cre TNO HWUNTO A 


139 

Milli- Milli- 
grams | grams 
of Cop- | of Lac- 
per. | tose. 
341 | 256.5 
She eey/ca) 
343. 258-2 
344 | 259-0 
345 | 239-8 
346 | 260.6 
347 | 261.4 
348 | 262.3 
349 | 263-1 
359 | 263.9 
351 264.7 
352, | 265-5 
353 266.3 
354 | 267.2 
355 268.0 
350 268.8 
357 | 269.6 
358 | 27034 
359 | 271.2 
360 | 27205 
361 272.9 
362 | 273-7 
363 274-5 
304 275.3 
B05)8 2702 
366 Nips 
367 | 277.9 
368 | 278.8 
369 | 279.6 
370) .| 280).5 
371 281.4 
372 282.2 
373 | 283-1 
374 | 283.9 
375 284.8 
376 | 285.7 
377 | 286.5 
378 | 287.4 
379 288.2 
380 289.1 
381 289.9 
382 290.8 
383 291.7 
384 292.5 
385 | 293-4 
386 | 294.2 
387 | 295-1 
388 | 296.0 
389 | 296.8 
390 297 37 
39 | 298.5 
392) 200-4, 
SEE secs) 
304 301.1 
oy |) 62202) 
396 | 302.8 
Si || SIso4/ 
398 | 304.6 
399 | 395.4 
400 | 306.3 
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where T is the per cent of total solids, S the lactometer 
reading, and F the fat. An ingenious instrument known 
as Richmond’s milk-scale (Fig. 48) is useful in making 
the calculation, instead of employing either the formula or 
a table. This is constructed on the principle of the slide 
rule, and by its use the specific gravity may be corrected 
to the proper temperature, and the solids calculated from 
the fat and specific gravity. 
Babcock’s formula for solids not fat is as follows: 


LODP eee 1) (100-F)2-5, 


Too—1.0753F'5 
S being the specific gravity, and F the percentage of 
fat. Onthis formula he has prepared a table* by means 
of which one may. calculate solids not fat agreeing quite 
closely with results obtained by gravimetric analysis.t 
The table on page 141 has been recomputed and enlarged 
from that of Babcock, so as to express results in total 
solids rather than solids not fat. 
Calculation of Proteins.—Van Slyke’s ¢ formula for 
calculating proteins (P) from the fat (F) is: 
La( E23) X0:4e 2.8. 
Olsen § has devised the following formula for calcu- 
lating proteins from total solids (T'S): 
Pes Soe 
1.34 
Approximately 0.8 X proteins=casein. 


The proteins being thus calculated, the sugar may be 
computed by difference. These calculations, while only 
approximate, give quite satisfactory results for normal, 
healthy milk, especially from herds. 

Determination of Acidity.—While milk is still fresh, 
i.e., before it has begun to undergo lactic fermentation, 
it will show an acid reaction, which is sometimes expressed 
in terms of lactic acid. In view of the fact that 

* U.S. Dept. of Agric., Div. of Chem., Bul. 47, p. 123; Bul. 107 (rev.) 
p. 225. 
} For approximate work Babcock has suggested the following simpli- 


Solids not fat = ( 


fied formule: Solids not fat=o.25G+o.2F and total solids=o0.25G+ | 


1.2F, G being the lactometer reading and F the fat. 
ft Jour. Am. Chem. Soc. 30, 1908, p 1182. 
§ Jour. Ind. and Eng. Chem., 1, 1909, p. 253. 
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Fic. 48.—Richmond’s Milk-scale. 
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TABLE SHOWING PER CENT OF TOTAL SOLIDS IN MILK CORRESPONDING 
TO QUEVENNE LACTOMETER READINGS* AND PER CENT OF PAT], 


&, Lactometer Reading at 15.5° C. 
of Fat. 
22 23 2 2 2 
NSS 1 LD (EO 2 es oe i ae ee? See 
0.0 Be5OV Ss 750.00] 0.251 6.501) 6. 
comm d 5.62) §.87| 6.22 es nee ed Hes ae tape ree ee Pes dg hard Uc 
0.2 | 5.74] 5-90] 6.24] 6.40] 6.74] 6. - i : 7-87| 8.12] 8.37] 8.62] 8.87] 9.1 
99) 7-24] 7-40] 7-74] 7-90] 8.24] 8.40] 8. 8 
Oia | 5086] 6.22] 6.36] 6.61] 6.86) 7-27] 7.36) 7.62| 7.86|-8.371 8 rhesieliouerh cock 
0.4 | 5.08] 6.23] 6.48] 6.73| 6.08] 7.23! 7.48] 7.731 7.08] 8.23 soe poo alegieen oat o.ee 
©.5 | 6.10) 6.35] 5.60] 6.85] 7.10] 7.35, 7.60 7.85 Sate Bae es OEE Sap beh Oats 
0.6 | 6.22] 6.47) 6.72) 6.07| 7.22] 7.47] 7.72 7 107 Bae gue Cae ee dae eee eS 
= 6. S. . . : -47| 8.72) 8.97] 9.22) 9.47] 9.72 
7 34 590] 6.84] 7-001 7.34] 7.5 -84] 8.00] 8 one 
EMemorgs| 6s <1 G6) yratl->.46l 7 o7 ies Boge B46 me oe Apa rie a) re 
0.9 6.58) 6.83] 7.08] 7.33) 7-58] 7.83] 8.08] 8.33] 8.5%] 8.83 eee Ape he nee ae 
al els aa] wea oe) 1:28) 2:20] 9:45) 2-701 0s|r0.20 
. c . 5 4 . 5 9.0 0.32 : 
ee oe 7-19| 7.44} 7.60] 7.04] 8.10] 8.44] 8.60| 8.04 DG ona ee eel ae 
a ee 7-31| 7.56) 7-81] 8.06] 8.31] 8.56] 8.8r| 9.06] 9.31] 9.56] 9.8r\/10.06 IO.31|10.56 
es tae (os aoe nae aoe pees se ee 9.18] 9.43] 9.68] 9.93|10.18]10.43/10.68 
5 = 5 2 5 3 = . 80 -05| 9.30] 9.55] @.80]/10.05|10. 30/10. 10.80 
¥.6 ; 55 
OC CSG SA AES Sale etic 
rs 7.66 Ale tel 9 3 ae -79| 9-04] 9.20) 9.54] 9.79|T0.04|/10.20|/10.54|10.79/11.04 
2 3 12 ae ee -66| 8.91] 9.16) 9.41) 9.66] 9.91/10. 16/10. 41/10. 66/10, o1|11 17 
+9 ria +03 28 -53| 8.78] 9.03] 9.28] 9.53] 9.78|10.03/10. 28/10. 55/10. 78/11 O4|/II.29 
2.0 7.90| 8.15| 8.40] 8.65] 8.90) 9.15] 9.40] 9.6 90|10.15/10 Io 
gee Hee Ped 8.521-8.77| 9.02) 0.27| 9.52] 9 1710 02\10 oS Io pales a if a eo eee 
NI oe 1 ars arnectlda Biaied ayer oe ee ear et | ee 
ae Ses a as oe A : = ae 1O.51/10, 76/11 .02/11.27/11.52/11.77 
po : : 9-13] 9.38] 9.63] 9. 10.13 10.38|ro. 63/10. 88|11.14/11. 39/11. 64/11. 80 
se ae So 9.00] 9.25] 9.50] 9.75|10.00|T0.25/10.50/10.75/II.oo/I1. 20/11. 51/12. 76/12.01 
s e ° as 7) 9.12] 9.37] 9.62) 9.87|10.12/10.37/10.62/10. 87/11, 12/11. 38/11 .63/11.88]12.13 
a -74 -99 9.24) 9.40! 9.74) 9.99/10. 24/10.49:10.74|TO.Q0/IT, 24/TL.50/11.75|12.00|/12.25 
Pip 8.86] 9.11] 9.36] 9.61] 9.86 10.11/10. 36/10.61/10. 86/11. 11/11. 37/11.62|11.87/12.12 12.37 
2.9 8.98) 9.23] 9.48! 9.73) 9.98 10. 23]/10.48/10.73/10.98|11. 23/11. 40/II.74/11.99|12 24'12.40 
3:0 9-10] 9.35] 9.60] 9.85/10. 10/10. 35/10.60/10.85/11.1o rr. 36/11, 67/11. 86/12.11/12.36 12.61 
2 frye b 9.22) 9.47! 9.72) 9.97|10.22/10.47/10.72/10.07/11.23 IT 48/£1.73/11.98/12.23/12.48 12.74 
Baz 9-34) 9-59] 9.84|10.00|10. 34/10. 59/10. 84/11 ,O9/11.35 IL. 60/11. 85/12.10/12. 35/12. 61/12.86 
3-3 9.46) 9.71] 9.96|10.21/10.46/10.71|\g0.96 11. 22|11.47 11.72/11 .97/12.22/12.48/12.73)12.08 
Pir fee 9.58) 9.83|10.08/10. 33/10.58/10.83/IL.09 I1.34/11.59 I1.84|12.09/12. 34/12. 60/12. 85/13.10 
3.5 9.70] 9.95|10.20|10.45|10.70|10.95|1L.21\11.460|11.71 11.96/12. 21/12.46|12.72/12.97,/13.22 
3.6 9.82110.07/10. 32|10.57/10.82/11.08|11.3% 11.58/11 83'r2.08]12 33112.58/12.84/13.00/13.34 
ey: 9.94/10. 20/10.44|10.79/10.Q4/I1L. 20/11. 45 II. 70}11 95'12. 20/12 45 12.70/12.096/13.21/13.46 
3.8. |10.06/10,31/10, 56|10.81/11.06/11.32|/11.57 11.82/12 o7!12 32/12.57 12.82/13.08/13.33]/13.58 
3-9 |10.18/10.43|10.68/10.93/11.18|11.44/11.69 I1.94|12.19, 12.44/12.69 12.94/13.20/13.45|13.70 
4.0 |10.30/10.55|10. 80/11 .05/11. 30/11. 56/11. 81 12.06/12. 31/12.56/12.81r 13.06/13. 32/13.57|/13.83 
4-I |50.42/10.67|10.92|/11.17/11.42|11.68'11.93 12.18/12.43|/12.68/12.93 13.18/13.44/13.60!13.05 
4.2 |10.54|/10.79|11.04|11.20|11.54|11.80|12.05 12.30|12.55|12.80|13.05 13.31/13.56/13 82'14.07 
4.3 |10.66|10.91/11.16|1r.41|11.66/11.92/12.17 12.42]/12.67,/12.92/13.18 13.43/13.68/13.94/14.10 
4-4 |10.78|/11.03/11. 28/11 .53/11.78/12.04/12.29 12.54/12.79 13.04/13. 30 13.55/13 80]14.06|14.31 
4-5 |10.90|11.15|11.40|11.65|11.90|12.16/12. 41/12. 66/12.91/13.16/13.42 13.67/13.92/14.18/14.43 
4.6 |1r.02|/11,27|/1r.52/11.78/12.03/12.28/12.53 12.78/13.03/13.28/13.54 13-79/14.04/14.30/14.55 
4-7 |r1.14|11.40|1r.65|11.90/12.15|12.40|12.05 12.90/13.15/13.40/13.66 13.91/14 16|14.42/14.67 
4.8 |1r.27|/t1.52\11.77\12.02|12.27/12.52|/12.77 13.02/13.27|13.52/13.78 14.03/14.28/14.54/14.79 
4-9 |I1.39/11-64|11.89|12.14/12.39/12.64/12.89)13.14/13.30 I3.04/13.90 14.15/14. 40/14.66/14.91 
5.0 |1r.51/11.76|/12.0r/12, 26/12. 51/12. 76|13.01/13. 26/13. 51 13.76|14,02 14.27/14.52/14.78/15.03 
5.1 |x1.63/11.88|12.13|/12. 38/12. 63|12.88/13.13/13.38/13.63)13.80/14.14 14.39/14 64[14.90/15.15 
5.2 |rr.75/12.00/12.25|12.50/12.75|13.00/13.25/13-50/13.75, 14.01/14 2014.51/14.7015.02|15.27 
5.3 |rr.87|12.12|12.37/12.62|/12.87|13.12/13-37)13- 62/13 87,14.13}14.38)14 63/14. 88 15 I4/15.30 
5.4 |IL.99|12.24|12.49/12.74/12.90|13-24/13.49|13-71/14-00,14.25)14.50/14 70|/15.01 15.26]/15.51 
5.5 |r2.11/12.36|r2. 61/12. 86|13.11|/13.36/13-61|13-86|14.12 14.37|14.62 14.88/15.13 15.38|15.63 
5.6 |12.23\/12.48|12.73/12.98|/13-23|/13-48)13-73)/13-99|14-24 14.40|14.75)15-00/15.25)15.50/15.75 
5.7 |12.35/12.60/12.85/13.10|13.35|/13.60|13.85|14.11/14 30/14 63/14.87)/15-12/15.37|/15.62)15.87 
5.8 |12.47/12.72|/12.97|13.22/13.47|13.72|13-97|/14.22)14 48,14 7414.90, 15.24/15-40/15.74/15.99 
5.9 |12.50/12.84/13.090/13-34/13-59/13-84/14.10/14.35/14 ae 86|15.1115.36/15.61/15.86|/16.12 
6.0 |12.71|12.96/13.21/13.46/13.71|13-96/14.22/14.47 ied #24298 15.23 15.48]/15.73|15.98|16.24 


*The lactometer reading is expressed in whole numbers for convenience. 
corresponding to a given lactometer readin 


The true specific gravity 


g is obtained by writing 1.0 before the lactometer reading. 


Thus, 1.026 is the specific gravity corresponding to lactometer reading 26, etc. 


+An. Rep. Mass. State Board of Health, 1901, p. 445- 


(Analyst’s Reprint, p. 25.) 
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the acidity of “sweet” milk is due partly to the presence of acid phos- 
phates and partly to dissolved carbonic acid in the milk, and not to lactic 
acid, which is probably absent, a better plan is to express the acidity in 
terms of the number of cubic centimeters of tenth-normal alkali necessary 
to neutralize a given quantity of the milk, either 25 or 50 cc., using phenol- 
phthalein as an indicator. See also page 1033. 

If it is desired to calculate the acidity in terms of lactic acid, multiply 
the number of cubic centimeters of tenth-normal alkali used by 0.897, and 
divide by the number of cubic centimeters of milk titrated, the result 
being the percentage of lactic acid. 


MODIFIED MILK. 
A comparison of the composition of cow’s milk and human milk, as 
in the following table by Dr. Emmett Holt,* shows very marked differ- 
ences. 


Woman’s Milk, Cow’s Milk, 
Average. Average. 
Ato. siarerste dyed t ot wiins tere eels 4.00 3-50 
SOUGAT Ae. foe ech eaten fore enee FOO 4-30 
Proteins ite ee eee ee 1.50 4.00 
Asshives 0) Sn PN ei a0 eet 0.20 0.70 
Water Sete oot erent otpr err eee 87.30 87.50 


The per cent of fat in the two kinds of milk is nearly the same. There 
is, however, too little sugar and an excess of proteins and ash in the milk 
of the cow, assuming human milk as the ideal infant food, so that in 
basing a diet for infants on the basis of human milk considerable modi- 
fication is necessary. Moreover, aside from the actual variation in the 
amount of ingredients, there are certain inherent differences in the char- 
acter of the same ingredient, as found in the milk of the cow and in 
human milk. The proteins of cow’s milk, are for instance, found to be 
much more difficult of digestion than those of woman’s milk, and the 
same is probably true of the fat. Aside from the mere statement of a 
few of these differences, it is obviously beyond the scope of this work to 
discuss this phase of the subject in detail, reference being made, how- 
ever, to such books as Dr. T. M. Rotch’s “ Pediatrics,” and ‘“ Infancy 
and Childhood” by Dr. Emmett Holt, for full particulars. So great 
has been the demand by physicians for “modified milk” for infant 
feeding, that laboratories for this exclusive purpose have been established 


* “Tnfancy and Childhood.” 
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in many of the larger cities, in which not only is milk prepared in 
accordance with certain fixed formule supposed to be adapted to average 
infants of varying age, but milk of any desired composition is prepared, 
in accordance with special prescriptions of physicians to apply to indi- 
vidual cases. 

Methods and Ingredients.—The proteins and the ash in cow’s milk 
are much higher than in human milk, and both are brought to the proper 
degree of reduction by diluting the milk with water. Milk sugar is 
increased by the addition of lactose, and the fat is increased or diminished 
by addition of cream or by skimming. 

The dilution of cow’s milk with a measured amount of water shows 
the following results on the proteins and ash: 


Cow's Mill. Diluted Diluted Diluted Diluted 


nce. Twice. Three Times. | Four Times. 
Per cent. Per cent. Per cent. Per cent, Per cent. 
EOL IUScits Ziclaieiel-lis 4.00 2.00 2) 1.00 0.80 
ANE rsp eR 0.70 0.35 0.23 0.18 0.14 


The ingredients commonly employed for modifying milk are (1) cream, 
containing 16% of fat, (2) cenvrifugally skimmed milk, otherwise known 
as “separator milk” from which the fat has been removed, (3) milk 
- sugar, or a standard solution of milk sugar of, say, 20% strength, and 
(4) lime water. Unusual care should be taken in the selection of the 
milk supply to insure cleanness, purity, and freshness, as well as in the 
care of utensils, etc., used in the laboratory, which should in all cases 
be scrupulously clean. Samples prepared in accordance with a given 
formula or formula are pasteurized in separate bottles, or, if desired, 
sterilized, and after stoppering with cotton are kept on ice. 
Formule.—It is obviously impossible to establish formule univer- 
sally applicable even to healthy infants, but the following may be 
regarded as typical formule, representing the composition of modified 
milk to suit the needs of an average growing infant during its first year: 


Period. Fat. Proteins. Sugar. 
Per Cent Per Cent Per Cent 
Third to fourteenth day...... 2 0.6 6 
Second to sixth week......... 20,15 0.8 6 
Sixth to eleventh week....... 3 1.0 6 
Eleventh week to fifth month..| | 3.5 Le5 & 
Fifth to ninth month......... 4 2 7 
Ninth to twelfth month....... B08 Bak Boe 


ee ee et Se 
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Milk according to the above formule can 
be very simply prepared by the aid of a spe- 
cially made graduate known as the “ Materna” 
and shown in Fig. 40. 

Sodium Citrate has long been used in modify- 
ing milk in cases where the casein forms large 
lumps which pass through the body undigested. 
England * attributes the beneficial action to the 
formation of sodium chloride with the hydro- 
chloric acid of the stomach which influences the 
digestion of the protein. Wan Slyke and Bos- 
worth t more recently have observed that sodium 
citrate reacts with calcium caseinate, forming 
sodium caseinate or sodium-calcium caseinate. 

With 0.4 gram per Ico cc. no curdling takes 
Fic. 49.—The ‘“Materna” c 6 
Giadiate for. Modifying  DIGES with smaller amounts the curd is more or 
Milk. less soft, depending on the amount. 


ADULTERATION OF MILK. 


Systems of Milk Inspection.—A typical method of general food inspec- 
tion has already been outlined (see pp. 6 and 8), which may easily be 
modified to include the inspection of milk in connection with other foods, 
or to provide for a system of milk inspection exclusively. In the exam- 
ination of such a perishable food as milk, it has not been found practicable 
for the analyst to reserve for the benefit of the defendant a sealed sample, 
as in the case of other foods, but experience has shown it had best be 
made the duty of the collector or inspector to give a sealed sample of 
milk to the dealer, when the latter requests it at the time of taking the 
sample. For this purpose the collector is provided with small bottles 
and sealing paraphernalia, in addition to the tagged sample bottles or 
cans in which he collects the milk. The collector should use the same 
precautions for obtaining a perfectly fair representative sample as does 
the chemist in making the analysis, ie., he should carefully pour the 
milk from the original container into an empty can or vessel and back 
again, before taking his sample. 

Each sample is properly numbered by the collector in presence of the 
dealer, and the data as to the taking of the sample entered at once under 


* Jour. Amer. Med. Assn., 47, 1906, p. 1241. 
1 N. Y. State Agr. Exp. Sta. Tech. Bul., 34, roa. 
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the proper number in the collector’s book. If a sealed sample is given, 
it should bear the same number as the sample reserved for analysis, and 
a receipt should invariably be required from the dealer, as evidence that 
his request for a sealed sample has been complied with. 

Milk Standards Fixed by Law.—In localities where a systematic form 
of milk inspection prevails, there is usually in force a statute fixing the 
legal standard for the total solids, and in many cases for the fat or for 
the solids exclusive of fat. In some states the statute is so drawn that 
any deviation from the legal standard constitutes an adulteration in the 
eye of the law, and hence the offender, who has such milk in his possession 
with intent to sell, is liable to the same fine as if he actully added water 
or a foreign substance to the milk. 

In other states a distinction is made by the statute between milk that 
is simply below the legal standard of total solids, and milk containing 
actually added ingredients (water or otherwise), a much lighter fine being 
imposed for the former than for the latter offense. Where such a dis- 
tinction prevails, it often becomes incumbent upon the analyst to show 
to the satisfaction of the court, in case of milk low in solids, whether or 
not the milk has been fraudulently watered after being drawn from the 
cow, it being well understood that cows may give milk below the standard. 

The U. S. standards for some years in force fixed the minimum 
limits of 8.5% for solids not fat and 3.25% for fat, but more recently it 
has seemed impracticable to fix minimum limits that will apply to all 
sections and the state and municipal standards have been deemed suf- 
ficient. These latter are by no means uniform. The minimum limits 
for total solids range from 11 to 13% and for fat from 2.5 to 3.7 %. 

Pure milk that is low in solids may owe its deficiency either to poor 
feeding, or to an inherent tendency on the part of the cow to give milk 
always of poor quality. Thus the Holstein cow, more than any other 
breed, is open to the charge of sometimes giving milk below the standard.* 
That the Holstein cow is a favorite with the producer is by no means 


* This statement should not be taken as condemning the Holstein, for it is true that cows 
of this breed often give milk far above the standard. A large number of samples of milk 
of known purity from Holsteins analyzed by the writer have been found to be of excellent 
quality. It isa curious fact that among the samples of known purity analyzed by the Massa- 
chusetts Board of Health, both the lowest and highest total solids on record came from a 
Holstein cow; the lowest recorded total solids in a “ known purity” milk being 9.96 per 
cent. (seventh annual report of Massachusetts State Board of Health, Lunacy, and Charity, 
p. 160), and the highest being 17.06 per cent. (twenty-second annual report of the Massa- 


chusetts State Board of Health, p. 405). 
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strange, from the fact that no other breed can with moderate feeding 
be made to give so large a quantity of milk. 

Wherever there is a statute fixing the standard for milk, it commonly 
provides also that the addition of any foreign substance whatsoever con- 
stitutes an adulteration. 

FORMS OF ADULTERATION.—Milk is ordinarily adulterated (1) by 
watering, (2) by skimming, (3) by both watering and skimming, and 
(4) by the addition of one or more foreign ingredients. 

Watering and Skimming.—The fact that milk is found below the 
standard of total solids, while more often due to an excess of water, may 
also be due to a deficiency in fat. In one case the milk is commonly 
termed watered, and in the other skimmed, using the terms broadly and 
not necessarily meaning actual and fraudulent tampering with the milk. 
In a third case, and almost invariably fraudulently, both watering and 
skimming may be found to have been practiced on the same sample. 
' The analyst judges which of these causes have produced a milk low in 
solids, by’a careful study of the relation between the percentages of total 
solids, fat, and solids not fat. 

If both the total solids and solids not fat are abnormally low, and 
the proportion of fat to solids not fat about the same as, or higher than, 
in a normal milk, it is generally safe to assume that the sample has been 
watered; if both the total solids and the fat are well below the standard, 
and the solids not fat nearly normal, then the milk has undoubtedly been 
skimmed; if, in the third place, the total solids and the solids not fat are 
proportionally reduced below the standard, while the ratio of fat to solids 
not fat is abnormally small, it is safe to adjudge the milk to be low by 
reason of both skimming and watering. 

Milk of Known Purity.—It is difficult to place the minimum figure 
for total solids, below which a milk sample may safely be pronounced 
by the analyst as fraudulently watered after having been drawn from 
the cow. Nearly nine hundred scmples of milk of known purity from 
various breeds of cow, milked in the presence of an inspector, have been 
analyzed in the Department of Food and Drug Inspection of the Massa- 
chusetts State Board of Health, extending over a period of fifteen years, 
and among these are many samples from Holstein cows. It is extremely 
rare that any of these known purity samples have been found with total 
solids as low as 11%, though there are instances where total solids have 
run as low as 10%. 


MILK AND ITS PRODUCTS. 147 


It is safe to assume that in the few cases on record showing less than 
10.75% of total solids, either there was something decidedly abnormal 
about the health of the cow, or, through some accident, the cow was only 
partially milked, it being a well-known fact tnat the last fraction of the 
milking includes the larger percentage of fat. (See page 113.) 

It is therefore nearly always safe to condemn a milk standing below 
10.75 as fraudulently watered, if at the same time it has a proportionately 
high per cent of fat. 

The average total solids of 800 samples of milk of known purity analyzed 
by the Massachusetts Board up to and including the year 1890 amounted 
to about 134%. 

It is rare indeed to find a herd of ten or more well-fed cows of mixed 
breeds in which the average milk of the herd falls below 124% of 
solids. 

The milk of forty-seven Holstein cows, examined in 1885, was 
found to contain an average of 12.51% of total solids, while the 
milk of eleven Jerseys examined in the same year averaged 14.02% 
of solids. These examples represent the two extremes commonly met 
with. 

Variation in Standard.—In Massachusetts the law fixes a different 
standard for total solids in milk during the summer, or pasture-fed season, 
from that in force during the winter, or stall-fed period. From April . 
to September inclusive the legal standard is 12% of total solids, of which 
9% are solids not fat, and from October to March inclusive it is 13%, of 
which 9.3% are solids not fat. Bearing on the question of difference in 
normal quality of milk during the two periods, averages were taken of the 

milks collected by the corps of inspectors of the Massachusetts Board of 
Health during a month in each period, December and June being selected 
as most typical, and during these months all the samples were analyzed 
both for total solids and fat. The samples were taken from stores, milkmen, 
and producers, and represented as nearly as possible the milk as actually 
sold to the consumers. In making the averages, all samples of skimmed 
milk, as well as all samples standing above 17% of total solids, or under 
10.75%, were deducted. The results are summarized as follows: 
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QUALITY OF MILK SOLD IN MASSACHUSETTS CITIES AND TOWNS IN 
WINTER AND SUMMER. 


December. 


Total Solids. Fat. Solids 

Number | not Fat. 
2 5 Average 

Samples..| Highest | Lowest | Average | Highest | Lowest | Average | pe; Cent. 
a Par Conk Per Cent. | Per Cent.}| Per Cent. | Per Cent. } Per Cent. Ee: 


—_—_—_— | | | | 


GUIS. csoc000 403 FOL GOn | LOnSOn| es Toe2t no. 5 0 2.40 4-37 8.74 
eho wnSrats sete 99 15.48 | 12.02) | 13-44 | 6.05 3-50 4.48 8.96 
Summary 502 MOS) || POSEY || aes) eae 2.40 4-42 8.85 
June 
Total Solids. Fat. Solids 
Neniber $$$ $f |} not Fat 


S Av 
Samples. | Highest | Lowest | Average | Highest | Lowest | Average 
Per Cent. | Per Cent. | Per Cent. | Per Cent. } Per Cent. | Per Cent. Fes Sees 


Cities msec. 311 TOLQON|P TOS 755] i207 |eosso 2.10 4-03) S.54 
Towns 5. 76 Toe TOL QO ls 030 oO 3-00 4.09 8.54 
Summary....}] 387 16.90 | 10.75 | 12.65 | 8.80 2.10 4.06 8.54 


It is interesting to note that the average for total solids of the 88g 
samples examined for both months stands at just 13%, of which 4.24% is 
fat and 8.76 is solids not fat. 

Rapid Approximate Methods of Determining the Quality of Milk.— 
The Lactometer—A rough idea of the quality of milk can be gained by the 
use of the lactometer (page 118), but,inview of the fact that a low specific 
gravity may be the result either of a watered milk or of a milk high in fat, 
good judgment is necessary in connection with its use. A milk of good 
standard quality should have a specific gravity between the limits of 
1.027 and 1.033. A watered milk would run below the former and a 
skimmed milk above the latter figure, though a milk unusually rich in fat 
would also runlow. It should easily be apparent from the taste and appear- 
ance of the milk, whether a low specific gravity is due to watering or 
unusual richness in fat. The fact should also be recognized, that a milk 
sample may, be far below the standard, and still show a specific gravity 
within the limits of pure milk, by skillfully subjecting the milk to both 
skimming and watering. ; 

The Lactoscope.—Feser’s lactoscope (Fig. 50) gives an approximation to 
the amount of fat in milk, and its use, especially in connection with the 
lactometer, is of some value. This instrument consists of a graduated glass 
barrel, @, into the bottom of which is accurately fitted the stopper, bearing 
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a white glass cylinder, having black lines thereon. Four cc. of milk are 
introduced into the barrel by means of a pipette, c, and water is added 
with thorough mixing till the translucence of the mixture is sufficient to 
allow the black lines to be perceptible through it. The height of the level 
of milk and water in the barrel a is then read off, the number indicating 
roughly the percentage of fat in the sample. 

As in the case of the lactometer, the purity of a milk sample cannot 
be positively established by the lactoscope alone. For instance, a’ watered 
milk abnormally high in fat would often be found to read within the limits 
of pure milk, when as a matter of fact its total solids would be below stand- 
ard. By a careful comparison of the readings of both the lactoscope and 
lactometer, however, it is rare that a skimmed or watered sample could 
escape detection. 

Thus, if the specific gravity by the lactometer is well within the limits 
of pure milk, and the fat, as shown by the lactoscope, is above 3+ per 
cent., the sample may be safely passed as pure, or as conforming to the 
standard. 

A normal lactometer reading in connection with an abnormally low 
lactoscope reading shows both watering and skimming, and with an 
abnormally high lactoscope reading shows a milk high in fat, or a crean.. 
With the lactoscope reading below three, and a low lactometer reading, 
watering is indicated. A lactometer reading above thirty-three, and a 
low lactoscope reading, indicate skimming. 

Heeren’s Pioscope.—This instrument consists of a hard-rubber disk, 
having in the center a shallow receptacle, the circular rim of which is raised 
above the level of the disk. Into this receptacle are introduced a few 
drops of the milk to be tested, and a circular cover-glass containing a 
number of variously tinted segments is placed over the receptacle, which 
epreads the milk out into a thin layer, and causes it to assume a tint against 
the black background that can be matched with one of the colors on the 
glass, the various tints indicating milks of various grades from the very 
poorest to rich cream. This test is at best a very rough one. 

Examination of the Milk Serum.—Detection of Added Water.— 
This may often be detected by determining the specific gravity or the 
degree of refraction of the milk serum, since it has been found that under 
fixed conditions the composition of the milk serum, or clear “ whey,” 
is more constant than that of the milk itself. Hence any considerable 
amount of watering is manifest from the physical constants of the serum. 

In using this method the analyst should carefully work out his own 
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standards for comparison, by personal experiment on milk of known 
composition to which varying amounts of water have been added using 
the same conditions for obtaining the serum in all cases. 


Fic. 50.—Feser’s Lactoscope. 


Preparation of the Serum.—In addition to natural souring, the fol- 
lowing methods of preparing the serum have been described: 
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1. Acetic Acid Method.*—To 100 cc. of the milk at about 20° C., add 
2 cc. of 25% acetic acid (sp. gr. 1.035), mix well, and Leat on a water- 
bath at 70° C. for 20 minutes. Cool 1o minutes in ice-water and filter. 

2. Calcium Chloride Method.j—Mix thoroughly 90 cc. of the milk 
and 0.75 cc. of calcium chloride solution (sp. gr. 1.1375; refraction diluted 
1:10, 26). Heat in a boiling water-bath under a reflux condenser for 
15 minutes, cool to 20° C., mix without shaking, and filter. 

3- Asaprol Method.{—The reagent consists of 30 grams of asaprol 
and 55.89 grams of crystallized citric acid in 1 liter of water. if the 
refraction is not 36.3 at 20° C., add citric acid or water as required. Mix - 
equal volumes of the milk and the reagent, shake well, and filter. 

4. Copper Sulphate Method.§—Dissolve 72.5 grams of crystallized 
copper sulphate in water and dilute to 1 liter. The refraction should 
be adjusted if necessary so as to be 36° at 20° C. To 4 volumes of the 
milk add 1 volume of the copper solution, shake well, and filter. 

Of the above Lythgoe’s copper sulphate method has the advantage 
of simplicity, accuracy, and narrow range of refraction for pure milk. 

Specific Gravity.—The specific gravity of the clear filtrate, obtained 
by the method described above, is taken at 15° C., with the Westphal 
balance. 

Immersion Refractometer Reading.—The instrument used .is the Zeiss 
immersion or dipping refractometer described on pages 97 to 107. The 
serum, prepared as directed in a preceding paragraph, is examined in one 
of the small beakers accompanying the apparatus at a temperature of 20° C. 

Composition and Serum Constants of Milk of Known Purity.—In 
the table on page 152 are given Lythgoe’s results || on 33 samples from 
individual cows and 4 samples from herds, all of known purity. He 
concludes after several years’ experience with samples of known purity 
that the presence of added water is shown by a refraction of less than 
36°, furthermore that when the protein exceeds the fat the sample is 
skimmed milk. 

Nitrates—Pure milk, free from contamination with stable filth, con- 
tains no nitrates; well water, however, often contains a sufficient amount 
to enable the detection of a 10% admixture in milk. 


* Woodman, Jour. Amer. Chem. Soc., 21, 1899, Pp. 503. 

+ Ackerman, Zeits. Unters. Nahr. Genussm, 13, 1907, P- 186. 
t Baier and Neumann, Ibid., p. 369. 

§ Lythgoe, Mass. State Bd. Health Rep., 1908, p. 38. 

|| Ibid., Rep. 1910, p. 44. 
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The diphenylamin test, first employed by Soxhlet to detect nitrates 
in milk, has since been variously modified.* 

Place in a small porcelain crucible one cc. of a solution of o.1 gram 
of diphenylamin in 1oco cc. of concentrated sulphuric acid and allow 
a few drops of the milk serum to flow over the surface. A blue color 
appearing within 10 minutes indicates the presence of nitrates. On 
longer standing, a brown color forms, whether or not nitrates are present. 
According to Willeke, Schellbach, and Jilke ¢ milk to which hydrogen 
peroxide has been added also gives the blue color. 

The delicacy of the test is increased by adding to the reagent a small 
amount of powdered sodium chloride shortly before using. 

Determination of Freezing Point.—Beckmann,{ who proposed this 
means of detecting added water, reached the conclusion that the freezing 
point of pure milk ranged from —o.58° to —o.54° C., and that water 
influences the result in proportion to the amount added. While most 
of the later investigators find that —o.58° is none too high for the mini- 
mum limit, Griiner § reports a maximum for single cows of —0.535°, 
Pins || of —o.529°, Stutterheim { of —o.52° and Kénig ** of —o.515°. 
Mixed herd milk appears seldom to fall outside of the limits —o.57° and 
—o.53°. Most authors agree that the per cent of fat, as well as the age, 
breed, period of lactation, and feed of the cow have little or no influence. 
Stutterheim, however, found that poor feeding gave freezing points in the 
case of eight cows from —o.52° to —o.536°. Souring and the addition 
of certain preservatives without question lower the freezing point (Bon- 
nema,t{ Keister tf). Gooren ** finds that homogenizing, pasteurizing, 
and sterilizing also lower it. 

While the freezing point is undoubtedly a valuable constant and will 
detect with reasonable certainty as high as 10% of water, whether it serves 
for finer distinctions and is as reliable a means of diagnosis as either the 


* Méslinger, Ber. 7 Versam. bayer. chem. Berlin, 1889; Richmond, Analyst, 18, 1893, 
p. 272; Hefelmann, Zeits. dffentl. Chem., 7, 1901, p. 200; Reisz, Pharm. Ztg., 49, 1904, 
p. 608; see also Tillmans, Zeits. Unters. Nahr. Genussm., 20, 1910, p. 676. 

; Zeitz. Unters. Nahr. Genussm., 24, 1912, p. 227. 

t Milch Ztg., 23, 1894, p. 702. 

§ Ann. Ist. Agric., 6, 1901-1903, Pp. 27- 

|| Inaug. Dis., Leipzig, 1910. 

4 Pharm. Weekbl., 54, 1917, p. 458. 

** Gooren, Centbl. Bakt., 35, II, 1912, p. 625. 

tt Pharm. Weekbl., 43, 1906, No. 18. 

tt Jour. Ind. Eng. Chem., 9, 117, p. 862. 
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solids-not-fat or the refraction, can be settled only by numerous determina- 
tions on authentic samples produced under a variety of conditions. ‘The 
apparatus, although not so expensive as the immersion refractometer, 
requires more skill in manipulation. The possible presence of considerable 
lactic acid, preservatives, and common salt, the latter added to offset the 
effects of watering, should always be taken into account. 

The apparatus and general process of determination are described 
on page 49. 

Other Milk Constants.—The Viscosity of milk has been determined 
by various chemists. Kooper * claims to be able to detect 5% of added 
water by this constant. 

The Specific Heat of milk and milk products has been determined 
by Hammer and Johnson f because of its practical value in pasteurizing 
and refrigerating, also in the manufacture of butter and ice cream. 

The Electrical Conductivity is stated by Favillit to be unsatisfactory 
for determining added water in milk. 

Capillary and Adsorption Phenomena have been studied by Kreidl 
and Lenk.§ Cow’s milk on bibulous paper forms three concentric zones— ~ 
casein, fat, and water. On dilution to a certain point no casein zone is 
formed. 

Oxidation {ndex.—This constant, proposed by Comanducci,|| repre- 
sents the numker of cubic centimeters of N/1o potassium permanganate 
required in the presence of sulphuric acid to oxidize 1 cc. of milk. It 
is designed to distinguish cow’s from goat’s and sheep’s milk. 

SYSTEMATIC EXAMINATION CF MILK FOR ADULTERATION.—If a 
large number of samples of milk have to be examined daily for adul- 
teration, it may be an advantage to submit all to a preliminary test with 
the lactoscope and lactometer, excluding from further analysis, as above 
the standard, such samples as pass certain prescribed limits which experi- 
ence has proved these tests to be capable of showing to an experienced 
observer, and submitting the remainder to a chemical analysis. In 
using such an instrument as the lactoscope for this purpose, the individual 
element is a most important consideration, and the use of this instrument - 


* Milchw. Zentbl., 43, 19014, p. 169. 

} Iowa Agric. Exp. Sta., Res. Bul. 14, 1913, p. 451. 
t Riv. sci. latte, 1, rorz, p. 33. 

§ Pfliiger’s Arch. Ges. Physiol., 141, 1911, p. 541. 

|| Gaz. chim, Ital., 36 II, 1906, p, 813. 


MILK AND ITS PRODUCTS. 155 


in the milk laboratory should be limited only to a skillful operator, 
accustomed to interpret its results. 

The method used by the Mass. Board of Health has been to submit 
all samples to the regular test for solids, and such samples as fall below 
the legal standard for solids, are further examined for fat. 

Total Solids, Ash, and Fat.—It is presupposed that the analyst is 
equipped with a sufficient number of platinum dishes for the number 
of milk samples daily analyzed. It is a convenience to have these dishes 
numbered, and instead of weighing each dish, to have a system of num- 
bered ‘counterweights (Fig. 51, A) corresponding to the dishes. The 
counterweights recommended by Leach for this purpose are easily made 
- from half-inch lead pipe, cut to the appropriate length and flattened. 
Each weight is then carefully adjusted to its appropriate dish, by trim- 
ming off the weight with a knife, or by adding bits of lead scraps, if 
necessary, by simply prying open in the center, inserting the required 
amount of scrap, and then closing by a blow of the hammer, the weight 
being plainly numbered before final adjustment. A rack is provided 
by the side of the balance-case (Fig. 51) with slits for holding the weights 
in their appropriate places. Such a set of counterweights is not difficult 
to make, requires very little care to keep in adjustment, and is an 
immense labor-saving device. 

Details of Manipulation—The method of examining large numbers 
of milk samples, long in use in the laboratory of the Massachusetts State 
Board of Health, has proved to be rapid, easy, and accurate. It is here 
given in some detail. 

From 12 to 20 samples of milk are conveniently weighed out at a 
sitting, the unopened sample cans or bottles being contained in a tray 
at the left of the operator on a low stand, another low stand and tray 
being at this right hand for the cans, after removing the weighed portions, 
and a third tray on the table at the right of the balance for the platinum 
dishes with the weighed samples. The analyst enters the number of 
the platinum dish in his note-book, or on a card,* in line with the number 
of the milk sample, verifies the correctness of the counterweight, and 
weighs out exactly 5 grams of the milk with the aid of a pipette, after 
first having throughly mixed the sample. This operation is repeated 
with all the samples, the platinum dishes containing the weighed amounts 


* Specially ruled library cards, as shown on page 157, are useful for this purpose. 
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of each being placed in succession on the tray, which is finally carried to 
the water-bath and the dishes transferred thereto. The time required 
for weighing out 12 samples of milk in this manner is about fifteen minutes. 

The water-bath is inclosed in a hood, and the sliding front is so arranged 
that it can be shut down and locked, so that if the analyst has to leave 
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Fic. 51.—Set of Counterweights for Numbered Platinum Dishes, in a Convenient Rack. 
A. One of the Counterweights. 
B. Platinum Dishes. 
the laboratory during the three hours required for the evaporation, he 
can swear in court that the samples could not. be tampered with during 
his absence (see page 20). 

When ready to make the second weighings for the total solids, each 
dish is taken from contact with the steam, and, while still hot, is wiped 
dry with a soft towel, till twelve of the dishes are placed on the tray, 
which is then taken to the balance. Experience has shown that with 
ordinary rapidity in weighing, twelve of the residues may be thus dealt 
with at a time without the need of a desiccator, the gathering of moisture 
during that time being inappreciable, excepting in very damp weather, 
when a less number of dishes should be removed at a time from the bath. 
In making the second weighing, and employing the counterweight as 
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Specimen Card for Analyst’s Records of Milk Analyses. To be filed in a cabinet. 
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before, the exact net weight of the residue is at once ascertained and 
entered in the appropriate column in the note-book. Multiplied by 
20 it gives at once the percentage of total solids. 

It is a great saving of time to weigh out exactly 5 grams as above 
described. The knack of quickly measuring out the exact amount is easily 
acquired with practice, the 5-gram weight is the only one required for 
the operation with the counterweight of the dish, and the laborious figuring 
of percentage due to using a fraction above or below the 5 grams of milk 
is avoided. 

Such samples as are found to stand below the standard of total solids 
are further examined for fat by the Babcock process (p. 123), entering 
the number of the fat bottle in the note-book in the appropriate column, 
and subsequently the percentage of fat. 

Ordinarily the specific gravity is not determined, excepting in some 
cases of badly watered milk, when, for purposes of a check, it is customary 
to take the specific gravity, and calculate the solids from the gravity and 
the fat by Babcock’s formula (p. 140), or the Richmond sliding scale, and 
compare the result with the figure directly determined. 

The ash is rarely weighed except in special cases. 

The dishes containing the dry residues are easily cleaned by first 
burning to an ash and cooling, after which they are treated successively 
with strong nitric acid, which is poured from one to another, the dishes 
being rinsed. thoroughly with water and finally heated to redness. 

A convenient device for ashing a large number of residues for purposes 
of cleaning the platinum dishes and for final heating is the incinerator 
shown in Fig. 52, made of Russia iron. The digestion stand for the 
Kjeldahl method (Fig. 27a) may also be used. 


Fic. 52. A Sheet-metal Incinerator, Specially Used for Ashing Milk Residue. 


ADDED FOREIGN INGREDIENTS. — Passing over such mythical 
adulterants as chalk and such rarely used substances as calves’ brains, 
starch, glycerin, sugar, etc., often discussed in manuals on milk, but 
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with few authentic instances of their actual occurrence, the commonly 
found adulterants may be divided into two classes: coloring matters and 
preservatives. 

The coloring matters almost exclusively used are annatto, azo-colors, 
and caramel. The preservatives commonly met with are formaldehyde, 
boric acid, borax, and sodium bicarbonate. Rarely salicylic and benzoic 
acids are found. 

COLORING MATTERS.—While it is more often true that an artificially 
colored milk is also found to be watered, the coloring being added to 
cover up evidence of the watering, it is not uncommon to find added 
coloring matter in milk above the standard.* 

About 95% of the milks found colored in Massachusetts showed on 
analysis the fraudulent addition of water. 

Statistics of the Massachusetts State Board of Health show that out 
of 48,000 samples of milk collected throughout the state and analyzed 
during nine years (from 1894 to 1902 inclusive) 342 samples or 0.7% 
were found to contain foreign coloring matter. Of these samples, about 
67% contained annatto, approximately 30% were found with an azo- 
dye, and about 3% with caramel. 

Until comparatively recently annatto was employed almost exclu- 
sively for this purpose. Caramel is least desirable of all the above colors 
from the point of view of the milk-dealer, in that it is difficult to imitate 
with it the natural color of milk, by reason of the fact that the caramel 
color has too much of the brown and too little of the yellow in its com- 
position. Annatto, on the other hand, when judiciously used and with 
the right dilution, gives a very rich, creamy appearance to the milk, even 
when watered, which accounts for its popularity as a milk adulterant. 
Of late, however, the use of one or more of the azo-dyes has been on 
the increase, and so far as a close imitation of the cream color is con- 
cerned, these colors are quite as efficient as annatto. 

Appearance of Artificially Colored Milk——The natural yellow color 
of milk confines itself largely to the cream. An artificial color, on the 
contrary, is dissipated through the whole body of the milk, so that when 
the cream has risen in a milk thus colored, the underlying layers, instead 
of showing the familiar bluish tint of skimmed milk, are still distinctly 
tinged below the layer of the fat, especially if any considerable quantity 
of the color has been used. ‘This distinctive appearance is in itself often 


SS 
*In one instance an azo-dye was found by the writer in a milk that contained ever 
17% of total solids. 
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sufficient to direct the attention of the analyst to an artificially colored 
milk, in the course of handling a large number of samples. 

Nature of Annatto.—Annatto, arnatto, or annotto is a reddish-yellow 
coloring matter, derived from the pulp inclosing the seeds of the Bixa 
orellana, a shrub indigenous to South America and the West Indies. 

A solution of the coloring matter in weak alkali is the form usually 
employed in milk. 

Nature of “Anilin Orange.”—Of the coal-tar colors employed for 
coloring milk, the azo-dyes are best adapted for this purpose and are 
most used. A few samples of these commercial ‘‘milk improvers” have 
fallen into the hands of the Department of Food and Drug Inspection 
of the Massachusetts Board of Health, and have proved, on examination, 
to be mixtures of two or more members of the diazo-compounds of anilin. 
A mixture of what is known to the trade as “Orange G” and “Fast Yel- 
low” gives a color which is practically identical with one of these prep- 
arations, secured from a milk-dealer and formerly used by him. 

For purposes of prosecution or otherwise, it is obviously best in our 
present knowledge of the subject to adopt a generic name such as “a 
coal-tar dye” or “anilin orange” * to designate this class of coloring 
matters in milk, rather than to particularize. 

Systematic Examination of Milk for Color—The general scheme 
employed by the writer for the examination of milk samples suspected 
of being colored is as follows: + About 150 cc. of the milk are curdled by 
the aid of heat and acetic acid, preferably in a porcelain casserole over 
a Bunsen flame. By the aid of a stirring-rod, the curd can nearly always 
be gathered into one mass, which is much the easiest method of separa- 
tion, the whey being simply poured off. If, however, the curd is too 
finely divided in the whey, the separation is effected by straining through 
a sieve or colander. All of the annatto, or of the coal-tar dye present 
in the milk treated would be found in the curd, and part of the caramel. 
The curd, pressed free from adhering liquid, is picked apart, if necessary, 
and shaken with ether in a corked flask, in which it is allowed to soak 
for several hours, or until the fat has been extracted, and with it the 
annatto. If the milk is uncolored, or has been colored with annatto, 
on pouring off the ether the curd should be left perfectly white. If, on 


* The term “anilin orange” has been so commonly applied during Leach’s experience 
to any color or mixture of colors of this class in complaints in the Massachusetts courts, as 
to have acquired a special meaning perfectly well understood. 

ft Jour. Am. Chem, Soc., 22, 1900, p. 207, 
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the other hand, anilin orange or caramel has been used, after pouring 
off the ether the curd will be colored more or less deeply, depending on 
the amount of color employed. In other words, of the three colors, 
annatto, caramel, and anilin orange, the annatto only is extracted by 
ether. If caramel has been used, the curd will have a brown color at 
this stage; if anilin orange, the color of the curd will be a more or less 
bright orange. 

_ Tests for Annatto.—The ether extract, containing the fat and the 
annatto, if present, is evaporated on the water-bath, the residue is made 
alkaline with sodium hydroxide, and poured upon a small, wet filter, 
which will hold back the fat, and, as the filtrate passes through, will allow 
the annatto, if present, to permeate the pores of the filter. On washing 
off the fat gently under the water-tap, all the annatto of the milk used 
for the test will be found to have been concentrated on the filter, giving 
it an orange color, tolerably permanent and varying in depth with the 
amount of annatto present. As’a confirmatory test for annatto, stan- 
nous chloride may afterward be applied to the colored filter, producing 
the characteristic pink color. 

Tests for Caramel.—The fat-freed curd, if colored after the ether 
has been poured off, is examined further for caramel or anilin orange, 
by placing a portion of the curd in a test-tube, and shaking vigorously 
with concentrated hydrochloric acid. If the color is caramel, the acid 
solution of the colored curd will gradually turn a deep blue on shaking, 
as would also the white fat-free curd of an uncolored milk, the blue colora- 
tion being formed in a very few minutes, if the fat has been thoroughly 
extracted from the curd; indeed, it seems to be absolutely essential for 
the prompt formation of the blue color in the acid solution that the curd 
be free from fat. Gentle heat will hasten the reaction. It should be noted 
that it is only when the blue coloration of the acid occurs in connection 
with a colored curd that caramel is to be suspected, and if much caramel 
be present, the coloration of the acid solution will be a brownish blue. If 
the above treatment indicates caramel, it would be well to confirm its 
presence, by testing a separate portion of the milk in the following manner.* 

About a gill of the milk is curdled by adding to it as much strong 
alcohol. The whey is filtered off, and a small quantity of subacetate of 
lead is added to-it. The precipitate thus produced is collected upon a 
small filter, which is then dried in a place free from hydrogen sulphide. 
A pure milk thus treated yields upon the filter-paper a residue which is 


* See Nineteenth Annual Report of the Mass. State Board of Health (1887), p. 183. 
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either wholly white, or at most of a pale straw color, while in the presence 
of caramel, the residue is a more or less dark-brown color, according to the 
amount of caramel used. 

Tests for Coal-tar Dye.—If the milk has been colored with an azo-dye, 
the colored curd, on applying the strong hydrochloric acid in the test-tube, 
will immediately turn pink. Ifa large amount of the anilin dye has been 
used in the milk, the curd will sometimes show the pink coloration when 
hydrochloric acid is applied directly to it, before treatment with ether, 
but the color reaction with the fat-free curd is very delicate and unmistak- 
able.* 

Lythgoet has shown that the amount of anilin orange ordinarily 
present in a milk for the purposes of coloring can be detected by adding 
directly to say 10 cc. of the sample an equal quantity of strong hydro- 
chloric acid and mixing, whereupon the pink coloration is produced, if 
the dye is present in more than minute traces. The test is more deli- 
cate if carried out in a white porcelain dish. It had best be used as a 
preliminary test only, and confirmed bya subsequent test on the fat-free 
curd as above. 

SUMMARY OF SCHEME FOR COLOR ANALYSIS. 
Curdle 150 cc. milk in casserole with heat and acetic acid. Gather curd in one mass. 


Pour off whey, or strain, if curd is finely divided. Macerate curd with ether in corked flask. 
Pour off ether. 


Ether Extract. 


Evaporate off ether, treat residue with 
NaOH and pour on wetted filter. After 
the solution has passed through, wash off 
fat and dry filter, which if colored orange, 
indicates presence of annatto. (Confirm 
by SnCl,.) 


Extracted Curd. 


(1) If Colorless.—Indicates presence of 
no foreign color other than in ether extract. 

(2) If Orange or Brownish.—Indicates 
presence of anilin orange or caramel. 
Shake curd in test-tube with concentrated 
hydrochloric acid. 


If solution gradu- 
ally turns blue, in- 
dicative of caramel. 
(Confirm by testing 
for caramel in whey 
of original milk.) 


If orange curd im- 
mediately turns pink, 
indicative of anilin 
orange. 


PRESERVATIVES.—In most states and municipalities where pure food 
laws are in force preservatives in milk are regarded as adulterants 


* Occasional samples of milk colored with a coal-tar dye of a different class from those 


already described have recently been found in Massachusetts. 


In these cases the color 


of the separated fat-free curd does not change when treated with hydrochloric acid. The 
color of the curd is, however, very marked, being deep orange, bordering on the pink. 


t Jour. Am, Chem, Soc., 22, 1900, p. 813. 
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Their use, however, seems to be on the decrease. Of 6,186 samples of milk 
_ examined by the Massachusetts State Board of Health during one year 
(1899) 71 samples, or 1.2%, were found to contain a preservative. Of. 
these 55 were found with formaldehyde, 13 containing boric acid,. borax," 
or a mixture of the two, and 3 contained carbonate of soda. 

Comparative tests were made of the keeping qualities of these com- 
mon preservatives, the milk being kept during the experiment at the 
temperature of the room, which at that season of the year (February) 
was about 20° C.* The preservatives were added about five hours after 
milking. The samples were titrated for acidity each morning, the acidity 
being expressed by the number of cubic centimeters of decinormal sodium 
hydroxide necessary to neutralize 5 cc. of the milk. 

The proportions of preservatives used in this experiment, as shown in 
the table on page 164, were intended to cover a wide range, from the 
weakest that could aid in preserving the milk up to a strength limited 
only by being perceptible to the taste: The results obtained appear in 
the table. 

Formaldehyde, the most commonly used preservative for milk, is sold to 
the trade under various names, such as ‘‘Preservaline,” “Freezine,”’ “ Ice- 
line,” etc., all being dilute aqueous solutions of formaldehyde, containing 
from 2 to 6 per cent of the gas, being nearly always diluted from the 40% 
solution known as formalin. These preparations are usually accompanied 
by directions, which specify the amount to be used, varying from a table- 
spoonful of the solution in 5 to 10 gallons of the milk. It is commonly 
used in the strength of 1 part of the gas in 20,000, and rarely less than 
I part in 50,000. The antiseptic power of formaldehyde increases in a 
marked degree as the strength of the preservative is increased. Milk 
treated with 1 part in 10,000, for instance, according to the table was 
found to keep sweet 5} days. In the strength of 1 part to 5000, the milk 
did not curdle for 104 days, while 1 part of formaldehyde to 2500 parts of 
milk kept the milk from curdling for 55 days, the acidity up to that time 
being nearly normal. 

Formaldehyde is thus shown to be decidedly the most efficient of all 
milk preservatives, besides being inexpensive and convenient to use. 

Whether the growth of other bacteria than those that produce lactic 
fermentation is inhibited by formaldehyde in milk is not definitely settled. 
The claim has been made that pathogenic varieties are destroyed by its use. 


* Thirty-first Annual Report Mass. State Board of Health, 1899, p. 611. 
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Notwithstanding the claims of manufacturers as to the harmlessness 
of formaldehyde, its use can not be too strongly condemned.* 

Detection of Formaldehyde.—Leach Test.{—Hydrochloric acid (spe- 
cific gravity 1.2) containing 2 cc. of 10% ferric chloride per liter is used 
as areagent. Add 10 cc. of the acid reagent to an equal volume of milk 
in a porcelain casserole, and heat slowly over the free flame nearly to 
boiling, holding the casserole by the handle, and giving it a rotary motion 
while heating to break up the curd. The presence of formaldehyde is 
indicated by a violet coloration, varying in depth with the amount present. 
In the absence of formaldehyde, the solution slowly turns brown. By 
this test 1 part of formaldehyde in 250,coo parts of milk is readily de- 
tected before the milk sours. After souring, the limit of delicacy proves 
to be about 1 part in 50,000. 

Various aldehydes, when introduced into milk, give color reactions 
under the above treatment, but formaldehyde alone gives the violet colora- 
tion, which is perfectly distinguishable and unmistakable. 

Hehner Test.{—To 5 to 10 cc. of milk in a wide test-tube add about 
half the volume of concentrated commercial sulphuric acid,§ pouring the 
acid carefully down the side of the tube, so that it forms a layer at. the 
bottom without mixing with the milk. A violet zone at the junction of 
the two liquids indicates formaldehyde. This test may be combined 
with the Babcock test for fat, noting whether a violet color forms on 
addition of the commercial sulphuric acid to the milk in the test bottle. 

Tests with Distilled Milk.—To confirm the above test, distil tco cc. 
of the milk sample acidified with citric or sulphuric acid, and test the 
first 20 cc. of the distillate as described in Chapter XVIII. 

The Determination of Formaldehyde in Milk is unsatisfactory since 
it gradually disappears, as shown by Williams and Sherman,]|| owing 


* Milk-dealers are led to believe, by artful dealers in preservative preparations, that the 
chemist cannot detect them. The manufacturer of a widely used preservative, a weak solu- 
tion of formaldehyde, issued an attractive pamphlet in which he made the following remark- 
able claims: 

“Tt is not an adulterant. It immediately evaporates, so that no trace of it can be found 
as soon as it has rendered all the bacteria inert. No chemical analysis can prove its pres- 
ence in milk, quantitatively or otherwise.” 

+ Annual Report Mass. State Board of Health, 1897, p. 558; also 1899, p. 699. 

t Analyst, 20, 1895, p. 155. 

§ The coloration produced seems to depend on the presence of iron salts in the acid, 
hence the use of commercial acid is recommended. If only pure acid is available, a little 
ferric chloride should be added. 

|| Jour. Am. Chem. Soc., 27, 1905, p- 497: 
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to the formation of condensation products with the proteins. According 
to Smith,* the first 20 cc. of the distillate contain nearly one-third of the 
total formaldehyde then present. In some cases it may be useful to de- 
termine the amount present in this distillate by the potassium cyanide 
method (p. 883). 

Boric Acid, either in the form of the free acid or of the sodium salt 
borax, has been much used in milk. While its addition to butter is legalized 
in England, food authorities in all countries are generally agreed that its 
use in milk is highly objectionable. 

Detection of Boric Acid.—This is best accomplished by the turmeric- 
paper test applied either directly to the milk or to the ash (p. 885).. In 
the former case to cc. of milk are thoroughly mixed with 6 drops of con- 
centrated hydrochloric acid, after which the turmeric paper, previously 
marked for identification with a lead pencil, is moistened with the mix- 
ture and dried. Bertrand and Agulhonf find by their spectroscopic 
method 0.5-1.11 mg. of boron as hydroxide per liter of milk to which 
nothing has been added. This amount is not evident by ordinary tests. 

Determination of Boric Acid.—The Gooch method (p. 887) or the 
Thompson method (p. 886) may be used. . 

Richardson and Walton ¢ propose the following rapid method, which 
is stated to be more accurate than the Thompson method, since it obvi- 
ates the loss of boric acid by volatilization with the fat. While other 
authors, including the author and reviser, have not found this loss con- 
siderable if the ignition is properly conducted, the proposed method rec- 
ommends itself because of its simplicity. To 50 cc. of milk, or 10 grams 
of cream diluted with 4o cc. of water, add 5 cc. of 5% copper sulphate 
solution, stir, heat to boiling for a few seconds, filter, and wash the pre- 
cipitate containing the proteins and fat. Cool the filtrate and determine 
the boric acid by tritration, using 2 cc. of 1% neutral phenolphthalein 
solution as indicator. 

Carbonate and Bicarbonate of Soda.—These substances are occa- 
sionally used in milk, though, as the table on p. 164 shows, they possess 
little or no value as milk preservatives. They do, however, serve to 
neutralize the acidity of slightly soured milk and to postpone the time 
of actual curdling. 


* Jour. Am. Chem. Soc., 25, 1903, pp. 1032, 1037. 
} Compt. rend., 156, 1913, p. 2027. 
t Analyst, 38, 1913, p. 4o. 
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Detection of Carbonate and Bicarbonate of Soda.— The addition 
of carbonates is manifest by the effervescence caused by treating the 
milk-ash with acid. Effervescence in the milk-ash is quite perceptible, 
when as much as 0.05% of sodium carbonate is present. 

Schmidt’s method of detecting sodium carbonate or bicarbonate, 
when present to the extent of 0.1% or more, is as follows: Ten cc. of 
milk are mixed with an equal volume of alcohol, and a few drops of a 
1% solution of rosolic acid are added. If carbonate is present, a rose- 
red color will be produced, while pure milk shows a brownish-yellow 
coloration. The suspected sample thus treated should be compared 
with a similarly treated sample of pure milk at the same time. 

Salicylic and Benzoic Acids, in view of the much more efficient anti- 
septics at hand, are now rarely used as milk preservatives, though the 
analyst should be on the outlook for them. Salicylic acid is a poor milk 
preservative, in view of the fact that it affects the taste of the milk, when 
present in sufficient quantity, to be of service. 

Detection of Salicylic Acid.—(1) To 50 cc. of the milk add 1 cc. of 
acid nitrate of mercury reagent (p. 134), shake and filter. The filtrate, 
which should be perfectly clear, is then shaken with ether in a separatory 
funnel, the ether extract evaporated to dryness, and a drop of ferric chloride 
reagent applied. If salicylic acid be present, a violet color will be pro- 
duced. In carrying out the test it should be noted that a small portion 
only of the salicylic acid is in the filtered whey, the larger part being left 
in the curd. The color test is, however, so delicate as to show its pres- 
ence, when an appreciable amount is used. 

(2) Proceed exactly as directed for benzoic acid (below). On apply- 
ing the ferric chloride to the final solution, after evaporation of the am- 
monia, a violet color shows the presence of salicylic acid. 

Detection of Benzoic Acid.—Shake 5 cc. of hydrochloric acid with 
50 cc. of the milk in a flask. Then add 150 cc. of ether, cork the flask 
and shake well. Break up the emulsion which forms by the aid of a 
centrifuge, or, in the absence of a centrifuge, extract the curdled miik 
by gently shaking with successive portions of ether, avoiding the forma- 
tion of an emulsion. A volume of ether largely in excess over that of 
the curdled milk has been found to be less apt to emulsionize. Transfer 
the ether extract to a separatory funnel, and separate the benzoic acid 
from the fat by shaking out with dilute ammonia, which takes out the 
former as ammonium benzoate. Evaporate the ammonia solution in 
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a dish over the water-bath until neutral to test paper and add a few drops 
of neutral ferric chloride reagent (page 891). 

Revis Method.*—Dilute too cc. of milk or 50 cc. of cream to 200 cc., 
add s cc. of 10% sodium carbonate solution, place on a boiling water bath, 
and after 2 to 3 minutes add to cc. of 29% calcium chloride solution and 
continue the heating until the casein is coagulated. Cool, filter, add hydro- 
chloric acid to the filtrate until neutral to litmus, then to cc. of Fehling 
copper sulphate solution and ro cc. of potassium hydroxide solution (31.81 
grams per liter). Filter, acidify the filtrate with hydrochloric acid, extract 
with 50 cc. of ether, and wash the ether three times with water. Without 
removing from the separatory funnel add to the ether 10 cc. of water, 
t drop of phenolphthalein solution, and titrate with saturated barium 
hydroxide solution until a pink color persists after vigorously shaking. 
Remove the aqueous layer, filter, and evaporate to about 5 cc. Filter 
again, add 1% acetic acid until colorless, then 2 drops additional and 
test with 1 drop of freshly prepared 10% neutral ferric chloride solution 
as described on page 891. 

Robin Method.t—Add 50 cc. of milk slowly with stirring to a mixture 
of 10 cc. of 5% sulphuric acid and 20 cc. of 95% alcohol, filter after 4 to 5 
minutes, extract with ether, and proceed as described on page 8gr. 

Determination of Benzoic Acid in Milk. —See pages 893 to 896. 

Liverseege and Evers Method.{—Distil a mixture of 100 cc. of milk 
and ro cc. of concentrated sulphuric acid in a current of steam until 600 cc. 
have condensed. Acidulate the distillate with 5 cc. of concentrated 
hydrochloric acid, extract with 100 cc. and two portions of 35 cc. of ether, 
allow the extract to evaporate at room temperature in a tared dish, dry, 
weigh, deduct 5 milligrams (or a quantity found by blank experiment) 
from the total weight, and calculate the percentage of benzoic acid by a 
factor which should be determined by each analyst for the apparatus 
employed. In the apparatus used by the originators of the method about 
45% of the total amount was recovered. 

Hydrogen Peroxide is used in “‘ perhydrase”’ or ‘‘ Buddized”’ milk. 

Detection of Hydrogen Peroxide.— Arnold and Mentzel Vanadic Acid 
Method.§—To 10 cc. of the milk add to drops of a solution of 1 gram of 
vanadic acid in 100 grams of dilute sulphuric acid. The presence of hydro- 


* Analyst, 37, 1912, p. 346: 

} Ann. chim. anal. appl., 14, 1909, pp. 2, 53. 
} Jour. Soc. Chem. Ind., 32, 1913, p. 3190. 

§ Chem. Ztg., 26, 1902, p. 580. 
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gen peroxide is shown by the appearance of a red color. Utz * states that 
the reaction is obtained whether or not the milk has been heated previous 
to adding the peroxide. 

Peroxidase Methods.—Several of the methods for detecting peroxidase 
(pp. 173 and 174), notably the paraphenylenediamine (Dupouy), the 
benzidine (Wilkinson and Peters), and the iodide-starch (Roi and Kohler) 
methods, can be reversed for the detection of hydrogen peroxide. The 
tests are conducted as described except that the hydrogen peroxide is 
omitted and, since the peroxidase may have been destroyed by hydrogen 
peroxide or by heating, it is usually necessary to add raw milk of 
known purity. La Wallt in performing the Wilkinson and Peters test first 
coagulates a mixture of to cc. of raw milk and 2 cc. of 4% alcoholic ben- 
zidine with 2 to 3 drops of glacial acetic acid, then adds a few cubic centi- 
meters of the suspected sample. A blue zone is formed when from ¥-5 
to 30 parts of hydrogen peroxide per 10,000 are present. 

Hehner-Feder Formaldehyde Method.{—This is the Hehner method 
for formaldehyde reversed and slightly modified. Mix 5 cc. of the milk 
with 5 cc. of concentrated hydrochloric acid and a drop of dilute formalde- 
hyde solution, then heat at 60° C. for 3 to 4 minutes and shake once. 
If a violet color develops hydrogen peroxide is indicated. Wilkinson and 
Peters § have shown that the reaction is most decisive when about 0.co5% 
of hydrogen peroxide and 0.004 to 0.013% of formaldehyde are present; 
with other proportions it may fail. Ferric salts, nitrites, and possibly 
nitrates also give a violet color. 

Routine Inspection of Milk for Preservatives.—It was Leach’s custom 
in Massachusetts to examine all the samples of milk collected during the 
months of June, July, August, and September for the commonly used 
preservatives, in addition to the regular analysis for total solids and fat. 
The number of samples thus examined amounted to upwards of 5co per 
month, varying from to to 60 per day. The results of such an examina- 
tion during four years are shown on p. 170. || 

Such a system by no means involves a large amount of time or labor, 
and is really essential before passing judgment upon the purity of the 
milk, since, unlike added color, there is nothing in the physical appear- 


* Milchw. Zentbl., 1, 1905, p. 175. 

} Am. Jour. Pharm., 82, 1908, p. 57. 

t Zeitz. Unters. Nahr. Genussm., 15, 1908, p. 234. 
§ Ibid., 16, 1908, p. 515. 

|| Mass. State Bd. Health, Rep., 1902, p. 474. 
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ance of the milk to suggest the presence of preservatives, nor are they 
rendered apparent by the taste, if skillfully used. 


PRESERVATIVES IN MILK. 


Number | Per Cent | Number | Per Cent | number Total. 
one Samples | Containing} Containing Containing| Containing Containing Containing 
‘ Examined. Form- Form- Boric Boric Gaehouste Preserva- 
aldehyde. | aldehyde. Acid. Acid. is tive. 
ESOS ereaherel sts 1046 26 an, II I.0 4 41 
T8OOma ce eats axes 2105 55 2.6 13 0.6 3 71 
LOOO wae ered: 2018 61 3.0 6 0.3 = 67 
LOOT caedve shee 2154 42 i066) 12 0.5 - 54 
TOO2 eared ese 1934 20 tls 14 0.7 - 43 
cROtalSereree 0257 213 2.3 56 0.6 7 376 


The methods employed are carried out as follows: * 

(1) Formaldehyde-—After having been examined for total solids 
and fat, the milk samples are arranged in order in their original con- 
tainers, and about to cc. of each sample are poured into a casserole and 
tested in succession by means of the hydrochloric acid and ferric chloride 
test (p. 165). A large stock bottle, which may be fitted with a siphon 
if desired, is kept on hand containing the hydrochloric acid reagent. 
Less than one minute is required in making the formaldehyde test for 
each sample. 

(2) Carbonate and Boric Acid.—These tests have been so simplified 
as to be, as it were, a side issue in the process of cleaning the platinum 
dishes used for the determination of total solids. The various residues 
from the total solids are burnt to an ash in the original numbered dishes 
in succession, these dishes, after incineration, being arranged side by side 
on a flat tray. By means of a pipette, one or two drops of dilute hydro- 
chloric acid are introduced into each dish in succession, noting at the 
time any effervescence that may ensue, which is in itself an indication 
of sodium carbonate. After every milk ash has been acidulated, a few 
cubic centimeters of water are added to each dish by means of a wash- 
bottle, the dissolving of the ash being hastened by giving a rotary motion 
to the tray containing the dishes. A strip of turmeric-paper is then allowed 
to soak for a minute or so in each dish, after which it is withdrawn from 


eee 


* Mass. State Bd. Health, Rep., 1901, p. 447. 
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contact with the solution and allowed to adhere to the side of the dish 
above the liquid, where it remains until dry. If the paper when dry 
is of a deep cherry-red color, turning a dark olive when treated with 
dilute alkali, the presence of boric acid is assured. These methods 
are, of course, preliminary tests for quickly singling out the preserved 
samples. Such confirmatory tests as are desired may in all cases be 
employed. 

VARIOUS ADULTERANTS.—Cane Sugar is said to be used to increase 
the total solids of milk, but if present to any marked degree, it could 
hardly fail of detection by reason of the sweet taste imparted to the milk. 
Cane sugar in milk may be detected * by boiling 5 to 10 cc. of the sample 
with about 0.1 gram of resorcin and a few drops of hydrochloric acid for 
a few minutes. In the presence of cane sugar, a rose-red color is pro- 
duced. 

According to Richmond, cane sugar may be estimated by first ascer- 
taining the total polarization of the sample as in the estimation of milk 
sugar (p. 134). The milk sugar is then determined by Fehling’s solution 
(pp. 136 to 138) either volumetrically or gravimetrically. The difference 
between the anhydrous milk sugar found by the latter, or Fehling method, 
and that calculated by dividing the polarization by 1.217 will give the 
percentage of cane sugar present. 

Cotton’s method f of detecting cane sugar, when present to the extent 
of o.1% consists in mixing in a test-tube 10 cc. of the suspected milk 
with 0.5 gram of powdered ammonium molybdate, and adding to the 
mixture 10 cc. of dilute hydrochloric acid (1 to 10). Ten cc. of milk of 
known purity, or to cc. of a 6% solution of milk sugar are similarly treated 
by way of comparison. Both tubes are placed in a water-bath and the 
temperature gradually raised to 0° C. If cane sugar is present, an 
intense blue coloration is produced, while the genuine milk or the 
solution of milk sugar remains unchanged at the temperature of 80°. 
If the temperature is raised to the boiling-point, however, the pure milk 
or milk sugar solution may alsc turn blue. 

Detection of Starch in Milk.—A small quantity of milk is heated in 
a test-tube to boiling, cooled, and a drop of iodine in potassium iodide 
added. A blue coloration indicates starch. 

Condensed Skimmed Milk as an Adulterant.—The use of condensed 
unsweetened skimmed milk to raise the solids of a skimmed or watered 


* Woodman and Norton, Air, Water, and Food, New York, 1914, p. 151. 
t Abs. Analyst, 23, 1898, p. 37- 
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milk above the standard has been noted in Massachusetts. This sophis- 
tication is rendered apparent by the abnormally high solids not fat of 
the sample, which in some instances have exceeded 11%. A solid not fat 
in excess of 10% is suspicious of this form of adulteration. By fixing a 
legal standard for both fat and solids not fat, such tampering with milk 
may readily be checked. 

Analysis of Sour Milk.—It occasionally becomes necessary for the 
analyst to deal with samples of sour milk, especially in the summer-time, 
when the milk has been brought from a long distance. While the process 
of lactic fermentation results in the formation of traces of volatile acids, 
unless the sample has become so badly curdled as to render an even homo- 
geneous mixture of the various parts impossible, a fair determination of 
the solids and fat can readily be made. Experience has proved that, 
excepting in instances of milk so badly soured as to have become actually 
putrid, the analysis of sour milk, if carefully made, should not differ 
materially from that of the same milk before souring. 

Care must be taken to secure an even emulsion of the curd and whey. 
This may sometimes be accomplished by repeatedly pouring the sample 
back and forth from one container to another. Again, it is sometimes 
necessary to use an egg-beater of the spiral wire pattern, which preferably 
should easily fit the can or milk-container. Unless a fine, even emulsion 
can be secured, it is impossible to make a satisfactory analysis of sour 
milk. With such an emulsion results can be relied on. 

In measuring portions of the thoroughly mixed sample of sour milk 
for analysis, a pipette should be used having a large opening. 


HOMOGENIZED MILK. 


This product is prepared from ordinary milk by heating and then 
passing through the “‘ homogenizer ’’ whereby the fat globules are broken 
up into smaller globules and the creaming power reduced practically to nil. 
In the homogenizer the milk is forced, under a pressure varying up to 4000 
pounds or more per square inch, into fine jets or sheets which impinge 
either against each other or against an agate surface thus disrupting the 
globules. These in normal milk often exceed toy and are mostly 5 to 6yu 
while in well-homogenized milk they are mostly only 1 to 2y.* 

The machine is also used to emulsify oleo, cottonseed, and other oils 
and low melting-point fats with skim milk thus furnishing a wholesome food 


* Baldwin, Am. Jour. Pub. Health, 6, 1916, p. 862. 
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for calves, hogs, and even human beings, although the temptation to market 
the products dishonestly has not always been resisted. Homogenized 
mixtures have also been used in cream, condensed milk, and ice cream. 

Analysis of Homogenized Milk.—It has been demonstrated by Rich- 
mond * that the Adams paper coil method gives low percentages of fat 
with homogenized milk while the Rése-Gottlieb, Werner-Schmidt, and 
Gerber methods are satisfactory. Other constituents are determined as in 
ordinary milk. 

Distinctions from untreated milk are based on the size of the fat globules 
as above noted, also on physical constants, particularly the viscosity. 


PASTEURIZED MILK. 


The analyst may be called on to determine whether or not milk has 
been pasteurized to conform with municipal or state regulations. 

Detection of Peroxidase.—The following tests show whether the milk 
has been pasteurized at £0° C., or higher but, as found by Lythgoe,} are 
of no value when 63°, which is now deemed sufficient, is employed. 

Dupouy Paraphenylenediamin Method.t—Shake 5 cc. of the milk in 
a test tube with 1 drop of 0.2% hydrogen peroxide solution (containing 
1 cc. of concentrated sulphuric acid per liter) and 2 drops of 2% paraphenyl- 
enediamin. If the milk becomes blue immediately it has not been heated 
to 78° C.; if it becomes gray-blue immediately or within half a minute 
it probably has been heated to 79-80°; while if it remains white or be- 
comes a faint violet-red it has been heated above 80°. 

Wilkinson and Peters Benzidine Method.;—To to cc. of the milk 
add 2 cc. of a 4% alcoholic solution of benzidine and 2-3 drops of glacial 
acetic acid, or an amount just sufficient to coagulate the milk, and shake. 
Add cautiously to the mixture 2 cc. of 3% hydrogen peroxide solution, 
allowing the reagent to run down the sides of the test tube. With raw 
milk or milk heated below 78° C. an intense blue color appears at once; 
with milk heated at 80° or higher no color appears. 

Other Tests are the original Arnold guaiac test || and its modifications 
and the Roi and Kohler iodide-starch test.{[ 


* Analyst, 31, 1906, p. 218. 
+ Jour. Ind. Eng. Chem., 5, 1913, p. 922. 
t Dupouy, Rep. pharm. III, 9, 1897, p. 206; Storch, Copenhagen Exp. Sta. Rep., 1898. 


§ Jour. Dep. Agric., Victoria, 6, 1908, p. 251. 
| Jahr. Konig. Tierarz. Hochsch., 1880-1882, p. 161. 
 Milch. Ztg., 31, 1902, pp. 17, 113. 
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Detection of Aldehyde Reductase.—Schardinger Method.*—To 20 
cc. of the milk add 1 cc. of a reagent consisting of 5 cc. of a saturated al- 
coholic solution of methylene blue, 5 cc. of 40% formaldehyde, and 190 
cc. of water. Place in a water-bath kept at 45-50° C., and note the 
time required for decolorization. Lythgoe found that decolorization 
with raw milk took place in 5 minutes, while with milk pasteurized at 
63° for 35 minutes, kept not longer than 2 days, it did not take place in 
20 minutes. 


FERMENTED MILK. 


Yogurt is a Bulgarian product, prepared with a starter known as Maya, 
which, because of the longevity of the natives who subsist to a large degree 
on it, has come to be regarded as a kind of elixir of life. ‘The souring of the 
milk is caused by Bacillus Bulgaricus which, like domestic yeast and butter 
starters, is perpetuated by primitive methods, although other bacteria 
take part in the changes. Cultures of the bacillus in tablet and liquid 
form are now on the American market with which the beverage commonly 
known as buttermilk is prepared either by the dairyman or the housewife 
from milk or skim milk. 

The characteristic constituent is lactic acid, both the dextro and 
levorotary forms, produced at the expense of a portion of the lactose. 

Other acid products, similar to yogurt, are Leben of Egypt, Gioddu of 
Sicily (Cieddu of Sardinia), Dadhi of India, and Tatté of Scandinavia. 

Kumiss is indigenous to Central Asia and the Steppes region of Russia 
where it is prepared from mare’s, camel’s, and ass’s milk. The alcoholic 
fermentation is caused by a peculiar yeast that acts directly on the lactose, 
although bacteria also play a part. With us kumiss is a preparation of cow’s 
milk used chiefly as a therapeutic food, the alcohol being commonly gen- 
erated by ordinary yeast acting on added glucose or sucrose. In addition 
to alcohol some lactic acid is also formed from the lactose, the proteins are 
more or less peptonized or otherwise acted on, butyric acid is liberated, and 
esters are formed. Dr. L. L. Van Slyke has kindly communicated the 
following as an average analysis of kumiss made from cow’s milk: 


Lactose. 


Total Solids. | 


Alcohol. 


Acidity. Total Nitrogen. 


0.65 


Casein Nitrogen. 


II.00 I,00 


5.00 0.30 0.55 


Alcoholic beverages similar to kumiss are Kefir prepared in the Cau- 
casus from cow’s, sheep’s, or goat’s milk, using so-called “‘ Kefir grains ” 


* Zeits. Unters. Nahr. Genussm., 5, 1902, p. 1113. 
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which bear much the same relation to the product as yeast cakes do to bread, 
ard Mazun made in Armenia from sheep’s, goat’s, or buffalo’s milk. 
Ginzberg * has studied the chemical changes which take place in the 
preparation of both kumiss and kefir, as well as their imitations. 

Analysis of Fermented Milks.—The sampling requires special care 
owing to the more or less curdled or granular condition. Lumps of curd 
may be rubbed through a sieve while lumps of fat, such as occur in butter- 
milk, may be strained out, weighed, and separately analyzed. In special 
cases the whole sample may be neutralized with ammonia, taking account 
of volumes. 

Total Solids, Total Protein, Casein, Albumin, Other Nitrogenous Con- 
stituents, Lactose, and Ash are determined by the methods described under 
milk with such minor modifications as the nature of the substance may 
require. For example the casein, already partially or completely pre- 
cipitated, requires only a small addition of acetic acid, if any. Again 
since lactose is present in only small amount, a correspondingly larger 
quantity of this milk may be polarized. 

Fat is best extracted by the Rése-Gottlieb method after neutralizing 
the free acid. Obviously ether extraction of the acid material whether or 
not evaporated to dryness would yield fat contaminated with lactic acid. 
Centrifugal methods should be employed only when checked against the 
standard method. 

Total Acids are titrated directly using phenolphthalein as indicator. 
Volatile Acids and Alcohol are distilled together and the former titrated; 
the slightly alkaline liquid is then redistilled and the alcohol determined. 


CONDENSED MILK. 


Canned condensed milk has become a very important article of food, 
its use having increased greatly during recent years. The universally 
accepted meaning of the term ‘‘ condensed milk” in the United States 
is milk both condensed and preserved with cane sugar, being what is 
commonly known in England as “preserved milk.” The unsweet- 
ened variety is termed ‘‘ evaporated milk” and sold as such. 

Condensed Milk, or more properly sweetened condensed milk, is 
prepared by adding cane sugar to whole milk, usually with previous pas- 
teurization, and evaporating in a special form of vacuum pan to a thick 


- consistency. A considerable quantity is sold to large consumers in bulk, 
Oe EE oie ee ee 
_ * Biochem. Zeits., 30, 1910, Ppp. I, 25. 
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in which form it keeps indefinitely by reason of the large percentage of sugar, 
but for domestic use it is commonly packed in hermetically sealed cans. 

Composition—Various standards committees agree in placing 28% 
of milk solids and 8% of fat as the minimum limits. As Hunziker has noted 
manufacturers are not likely to allow their products to drop below 28% 
of milk solids as that percentage is essential for holding the sugar in sus- 
pension without which the product would not be readily marketable. Not 
infrequently, however, the percentage of fat falls below 8% indicating that 
skim milk or an abnormally poor product was used. As at no time during 
the process the heating is carricd on at a high temperature, the evapora- 
tion may be continued until the percentage of milk solids is raised to con- 
siderably over 30% without danger of curdling. 

Upward of 350 samples, representing 110 brands, were analyzed in 
full by the Massachusetts State Board of Health in the course of eight 
years. As some of the samples were obviously prepared from partially or 
wholly skimmed milk, maximum, minimum, and average figures have no 
significance in judging the composition of the genuine product, but the 
selected analyses of a few typical brands given in the following table are 
instructive: 


COMPOSITION OF SWEETENED CONDENSED MILK. 


Fat in 

Total Milk Cane Lac- Pro- Origi- 

PorarsttoipenNoted Solids, Wakes Solids, | Sugar, tose, teins, ee Se eal 
Per Gent Per Per Per Per Cc as Cc et | Milk, 

Cent Cent. | Cent. | Cent. | Cent. eit Sas Per 

Cent 


High in fat, much added ; 

SUA cet cian esnis FO.r7 || 20.63 | Se.geu| Annes Oo. z : x 
High fat, low milk sugar...| 68.70 | 32.30 | 30.27°| 38.43 6238 | LO.7O) tr .460) Bays iesos 
Low fat, high milk sugar, 


low proteins... .0:.520. 607230) |/§s0n 70023283) | S747 le LORS 6.34 7.20 Not 5A We oay 
Normal constituents 

throughout ...... ha mBreLg FAC2O N25 eG tel Seis) MAEeO2 aly GEO 8.46 |10.65 | 1.29 | 4.56 
Condensed from skimmed 

AI eta ee ee hance cheats ccs co OOK ZO) I) GONZO! |) 2OnLsa| AOLES NET COM eronx 5 Se PAROS |) Fan ioe 
Condensed from centrifu- 

gally skimmed milk,.... 69.06 | 30.94 | 25.88 | 43.18 | 11.55 | 11.78 | 0.09 | 2.46 | Trace 


Evaporated Milk, or unsweetened condensed milk, formerly erroneously 
branded evaporated cream, differs from the sweetened variety in that it 
does not contain added sugar and therefore must be marketed in sterilized 
form if not required for immediate use. 

Formerly 28% of milk solids containing at least 27.59% of fat was 
required but careful investigations by Patrick, Hunziker, and others showed 
that it was impracticable to comply with this standard in all regions and at 
all seasons, without the milk curdling. At present 25.5% of solids and 
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7.8% of fat (the latter percentage being of the evaporated milk and not of 
the milk solids) are recognized as the minimum limits regardless of con- 
ditions. 

Mohan * states that swells, flat sours, and sweet curdling are due to 
understerilization, while other forms of curdling are due to the action of 
heat on milk with high solids and acidity, and the hard granules sometimes 
found at the bottom of cans, chiefly to calcium phosphate precipitated by 
over evaporation. 

Com position.—The following typical analyses made at the Massachu- 
setts State Board of Health are selected from about 30 representing 8 brands: 


COMPOSITION OF UNSWEETENED CONDENSED MILK. 


Total Lac- | Pro- ote omet 

: ° Water > Fat Ash, |Original] x2: ° 

: Solids, ’| tose, teins, y Q gina") Times 
Points to be Noted. pes Per pes Per Per Per Milk, Cant 


Cent. | Cent. Per 


Cent Cent Cent Gent densed 
JEU Ada Mieke eee S Seo cae aie aome 36.00 | 64.00 | 10.65 | 11.63 | 12.00 72 | 4.6% 
WOW Gt PLOCCINS. sirickets «ecco usleces 35.25 1.86.75 | 53.40 7.02 9.60 23 4.18 


I 2 

igs 2 
Normal constituents throughout.| 28.16 | 69.24 9.85 8.66 SerOn eras Ss 3.68 2. 
Condensed from skimmed milk..| 35.17 | 64.83 | 13.90 | 15.37 4.20 I 3 


A summary of analyses of 12 brands found on sale in the State of 
Maine during the year 1916 follow:T 


| 


Water. Fat. Lactose. Protein. Ash. 
IN octrol that seam cele 6 Geers 75-93 8.84 “II. 45 Weng TOS 
Mra nae ee lactereirest. vv crens 72.02 7.62 9.13 Ragin in oy 
PAW CRAG Citar ainisiais, Riess heroine sd Vanes 8.13 Tone 6.69 Tag 2 


McGill { gives in the table on page 178 the averages of results obtained 
during the years 1910 and 1915 on 16 brands collected in Canada: 

Adulteration.—Aside from such foreign substances as may be present 
in the original milk without the knowledge of the manufacturer, such as 
preservatives and colors, the only common form of adulteration is the use of 
skim milk, although homogenized foreign fats are sometimes used to make 
up for the deficiency. Watering, as it entails greater labor in evaporation, 
would not be practiced by the manufacturer. If the milk furnished him is 
watered the defect is corrected by evaporation. 


* Jour. Soc. Chem. Ind., 34, 1915, p. 109. 
+ Maine Agr. Exp. Sta., Off. Ins., p. 76. 
t Lab. Inl. Rev. Dept. Canada, Buls. 208 and 305. 
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IQIO. IQI5. 
ee ace Solids. Fat. pert ng Solids. Fat. 
3 25.20 5.92 6 22.63 6.74 
8 29.02 Ost) 30 26.52 A slsps 
2 23.86 6.74 B MP Gs) 
I 30.20 SoEZ I 22.35 6.48 
I 22.04 5.64 
ARGC OO Magee Gap Osem lsecoeo.oc ood 2 25.53 6.62 
II 27.47 Oa I2 27:14 7.67 
I 24.64 6.00 
6 26.07 6.70 31 Sy Bogs Toe 
Patio coo aicas oat Mineiro cagcers eaeeerapaie ual eae alton sloworieven 2 25.39 6.39 
Sas Coonan peor a ciao ep enn oO.Cr 6 26.08 7.00 
Rea Te eal her Saas. | ee oem sis chee 2 Ny 7.45 
Beata arars Gistaraey hl he mate acre rare iN ete enn, ee lstonace I 21.92 6.21 
I2 26.64 6.94 60 26.54 7.44 
Siravs.ccuatislataraantetacctsteeiiusueyoie © | edtseisveitue< telvies 19 25.55 6.87 
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ANALYSIS OF CONDENSED MILK. 


Preparation of the Sample.—Mix the sample thoroughly, best by 
transferring the entire contents of the can to a large evaporating dish and 
working it thoroughly with a pestle till homogeneous throughout. Weigh 
4o grams of the mixed sample, preferably in a tared weighing-tray for 
sugar analysis, transfer by washing to a graduated 1oo-cc. sugar flask, 
and make up to the mark with water. 

Another method * is to weigh the can and contents together, remove 
the contents to a liter flask with tepid water, dry the can, and subtract 
its weight from that previously obtained. As the weight of the contents 
varies this method involves more calculation. 

Determination of Total Solids.—Gravimetric Method.— Dilute an aliquot 
part of the mixed solution further with an equal amount of water and 
pipette 5 cc. of the diluted mixture, corresponding to 1 gram of the sample, 
into a tared platinum dish, such as is used for ordinary milk, and rinse the 
pipette into the dish by means of a wash-bottle. Evaporate, dry at the 
temperature of boiling water and weigh as in the case of milk (p. 1109). 

The character of the residue should be noted. It should not, excepting 
in the case of a skimmed milk, be caked down hard and glossy on the 


* Conn. Agric. Exp. Sta. Rep. 1904, p. 133. 


MILK AND ITS PRODUCTS. 179 


bottom of the dish, but, if the operation is properly carried out, should 
have a well-separated fat layer at the top, and the residue should resemble 
in appearance that from ordinary milk. This result is accomplished by 
the extreme dilution of the sample. 

Calculation Methods for Evaporated Milk.—Hunziker’s formula * is 
as follows: 


145.5 
7 pte Ss ss 1 
(28 s) 1,000 1,000 | YG ieee GF 
in which B is the Baumé reading at 60° F. and / the per cent of fat. The 
hydrometer reading is calculated to 60° F. by adding 0.0313 for every degree 
over that temperature. 

' Evenson’s modification + of the Babcock formula follows: 


Panes +1.2xf, 


in which 7 is the total solids, L the Quevenne reading at 15.5° C. after 
holding the sample at 37—40° C. 45 minutes, and / the per cent of fat. 

Determination of Fat in Sweetened Condensed Milk.—It has long been 
known that fat can not be accurately determined in sweetened condensed 
milk either by extraction after evaporation, as in the asbestos or paper coil 
methods, or by the ordinary centrifugal methods. In the former case the 
sugar encloses particles of fat and prevents their contact with the ether 
while in the latter case it chars with the acid and gives a black fat column. 
In exact work the Rdse-Gottlieb Method (p. 193) should be used but for 
many purposes the two following modifications of the Babcock method are 
sufficiently accurate. 

Leach Method.t—In a Babcock milk bottle with a mark on the bulb 
showing a volume of 17.6 cc., place 25 cc. of the diluted sample, add ACC: 
of copper sulphate solution of the strength used for Fehling solution, and 
allow to stand some minutes without shaking. Add water nearly to the 
neck, shake thoroughly, and whirl without heating in a centrifuge until the 
precipitated proteins, carrying with them the fat, have entirely settled. 
Remove the clear liquid, add water nearly to the neck, break up the lumps 


* Ind. Agr. Exp. Sta. Rept., 1913, p. 43- 

+ Jour. Ind. Eng, Chem., 9, 1917, p. 499. 

t Mass. State Bd. Health Rept., 1896, p. 630; Jour. Amer. Chem. Soc., 22, 1900, p. 580. 
Slight changes in the manipulation which Winton has found desirable are given in the above 


description. 
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with a wire, shake, and again whirl. After removing the clear liquid 
repeat once again the addition of water, shaking, whirling, and decanta- 
tion. Finally add water up to 17.6 cc., mix thoroughly, and proceed as 
in the usual Babcock method. To obtain the percentage of fat, multiply 
the reading by 18 and divide by the grams of condensed milk in the aliquot 
taken. 

Farrington Method.*—Weigh 40 to 60 grams of the sample into a 2cc-cc. 
flask, dissolve in too cc. of water, make up to the mark, and shake. 
Pipette 17.6 cc. into a milk test-bottle, add 3 cc. of sulphuric acid of the 
strength used for the test, and shake thoroughly. Whirl for 6 minutes at 
tooo revolutions per minute in a steam-driven turbine centrifuge in which 
the chamber reaches a temperature of about 93° C., pour off cautiously the 
clear solution, add 1o cc. of water, shake, then add 3 cc. of acid, whirl, and 
decant a second time. Shake the curd with to cc. of water and proceed as 
in the ordinary Babcock test, calculating to the weight of sample taken. 

Determination of Fat in Evaporated Milk.—The finely curdled particles 
of casein formed during sterilization enclose fat which is removed with 
difficulty by ether extraction. Hunziker and Spitzer ¢ found that, after 
removing the greater part of the casein from the Adams coils by dilute 
acetic acid, extraction for 8 hours gave the full amount of fat. The asbes- 
tos and-sand methods are preferable to the Adams method and thorough 
distribution by dilution facilitates the extraction. Extensive investigations 
by Patrick and others indicate that the Rdse-Gottlieb method gives the best 
results. 

The curd flocks are dissolved with difficulty in the Babcock acid, 
hence clear readings and the full amount of fat are not always obtained 
by the usual process. The Hunziker and Spitzer Method, by the use of 
a quarter quantity of the sample and hot 1:1 acid in filling the test- 
bottles, largely obviates these defects. Utt{ finds additional heating 
essential and Bigelow and Fitzgerald, § in their modification, use 9 grams of 
the sample, read to the bottom of the meniscus, and add 15% to the result. 

As such factors as temperature, thoroughness of mixing, period of 
action, and method of reading influence the results, the analyst should test 
his procedure against a standard method or with standard samples derived 
from milk of known composition evaporated to a definite concentration. 


* Amer. Chem. Jour., 24, 1900, p. 267. 

t Ind. Agric. Exp. Sta. Bul. 134, 1909, p. 591. 

t Jour. Ind. Eng. Chem., 5, 1913, p. 168. 

§ Res. Lab. Nat. Canners’ Assn. Bul. 5, 1915, p. 8. 
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Determination of Protein.—Proceed with an aliquot of the diluted 
sample as described under milk (p. 132), calculating the protein from 
the total nitrogen or determining it directly by the Ritthausen method. 

Determination of Lactose.—Volumetric Method.—Pipette 25 cc. of the 
40% solution into a 500 cc. flask and proceed as directed under milk 


(p. 137). 
In calculating the percentage of lactose use the following formula: 


pa 100X 0.067 
SX0.02 ” 


in which ZL is the per cent of lactose and S' the number of cubic centimeters 
of 40% solution required to reduce to cc. of Fehling solution. Calculation 
may be avoided by the use of the following table: 


PER CENT MILK SUGAR CORRESPONDING TO NUMBER OF CUBIC 
CENTIMETERS USED. 


Strength of solution 2 grams in 100 cc. 


Cu. Cm. Per Cent. Cu. Cm. Per Cent. Cu. Cm. | Per Cent. Cu. Cm. | Per Cent. 
18.0 18.61 Dre) 13.40 Bon 10.47 39.0 8.59 
18.5 18.10 615 13.14 3285 10.31 30.5 8.49 
19.0 17.63 26.0 12.89 2350 10.15 40.0 8.37 
19.5 17.18 26.5 12.64 23.5 10.00 40.5 8.27 
20.0 16.75 Pfs) I2.41 34.0 9.85 41.0 8.17 
20.5 16.34 fats 12.18 34.5 9.71 41.5 8.07 
21.0 15.95 28.0 II.Q7 35.0 9.57 42.0 7.98 
ae 15.58 28.5 Te 75 ans 9.43 Als 7.88 
22.0 ERG 22 29.0 EES 5 36.0 9.30 43.0 7.78 
22.5 14.89 29-5 11.35 36.5 9-17 43.5 7-70 
DG) (0) 14.56 30.0 ee 56, B70 Q.05 44.0 On 
23.5 14.25 30.5 10. 89 37:5 8.93 44.5 7-53 
24.0 13.905 31.0 10.80 38.0 8.81 
24.5 13.67 25 10.63 38.5 8.70 


Gravimetric Methods.—Lactose may be determined in the 40% solu- 
tion of the condensed milk by the O’Sullivan-Defren method (p. 137), 
the Soxhlet method (p. 137), or the Munson and Walker method (p. 138), 
the solution being treated exactly as if it were milk. 

It has long been known that the percentages of lactose by copper 
reduction in sweetened condensed milk are somewhat high owing to the 
presence of sucrose. This appears to be due to the sucrose itself rather 
than to reducing sugars present in it as impurities. Winton found, in an 
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attempt to determine the corrections for different proportions of sucrose, 
that while agreeing results could be obtained on solutions of pure lactose, 
when a definite amount of sucrose was added the figures were not merely 
higher but were discordant even when the heating and other conditions 
were apparently the same. The experience of Knight and Formanek 
would seem to indicate that greater accuracy can be secured by directly 
determining the sucrose and obtaining the lactose by difference. 

Cane Sugar.—This is ordinarily obtained by difference, deducting the 
milk solids (the sum of the milk sugar, proteins, fat, and ash) from the 
total solids first obtained. 

When only the sucrose is desired this may be determined by polariza- 
tion. The Knight and Formanek method depends on double dilution 
(see Wiley method, p. 136) to correct for the bulk of the precipitate and 
on a modified Clerget formula to eliminate the rotatory influence of the 
lactose. Rakshit* destroys the lactose entirely by means of a measured 
quantity of Fehling solution calculated from a volumetric determination. 

Knight and Formanek Method.t—Make the entire contents of the 
usual 12 to 15-ounce can up to 500 cc. Place 50 and too-cc. aliquots in 
200-cc. flasks and clarify with 1.7 cc. of 5% phosphotungstic acid solution 
and 2.1 cc. of 25% normal lead acetate solution for each 10 grams of the 
sample in the aliquot, shaking well after adding each reagent. Make up 
to the mark, shake again and filter. To the filtrates, measuring about 100 
cc., add potassium oxalate crystals in 0.1-gram portions with constant 
shaking until a curdy precipitate forms which quickly settles leaving a 
clear liquor. Usually o.5 gram is sufficient; a large excess should be 
avoided. Filter again using hardened filters with 3 to 5 grams of fuller’s 
earth in the apex and test the first 10 cc. with potassium oxalate. Polarize 
at exactly 20° C. preferably in a Bates instrument set for maximum senti- 
tiveness and using a bichromate cell. Multiply the reading of the dilute 
solution by 4 and subtract from the product the reading of the stronger 
solution. ‘The difference is the direct polarization corrected for the volume 
of the precipitate. 

Pipette 50-cc. portions of the filtrates into 1oo-cc. flasks and invert 
with 5 cc. of concentrated hydrochloric acid by standing over night at 
20 to 25° C. Add a few drops of phenolphthalein solution and strong 
sodium hydroxide solution until a pink color appears, then a few drops of 
- N/to hydrochloric acid until the color disappears. Make up to the 


* Jour. Ind. Eng. Chem., 6, 1914, p. 307. 
t Ibid., 8, 1916, p. 28. 
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mark, cool at room temperature and polarize as before using 400 mm. tubes 
for instruments other than Bates. Subtract the reading of the strong 
solution from four times that of the weak and multiply the difference 
by 2 (except when 400-mm. tubes were used) thus obtaining the invert 
polarization (P’) corresponding to the direct polarization (P). The per 
cent of sucrose (S) is obtained by the following formula: 


Br 0000 ine F) 
W (141.7 -—T/2) 


in which W is the weight of condensed milk in the can and T is the degrees 
Centigrade of the invert readings. 

Detection of Foreign Fats and Oils.—The invention of the homogenizer 
has led to the preparation of emulsions of oleo, cotton seed and other oils, 
as well as of butter fat, with skim milk and milk in imitation of whole milk 
and cream and the use of such homogenized products in condensed milk 
and ice cream. ‘This substitution is 3 by the separation and exami- 
nation of the fat as follows: 

Paul’s Method.*—Dilute 100 grams of the material with 300 cc. of 
water, heat to boiling and add slowly, while boiling, 25 cc. of Fehling’s 
copper sulphate solution. 

Filter through a filter paper on a Biichner funnel, wash three times 
with hot water and allow to suck dry. Remove filter and precipitate from 
the funnel, break into small pieces, dry over night at room temperature 
and grind with about 25 grams of anhydrous copper sulphate. 

Place a layer of anhydrous copper sulphate in the bottom of the inner 
tube of a Johnson extractor (p. 54), then add the powdered mixture and 
place a loose plug of cotton on the top. Connect the extractor with a 
flask, pour 50 cc. of ether through the mixture and proceed as usual with 
the extraction. 

Dry the fat as quickly as possible and weigh. Determine the refractive 
index, volatile fatty acids and such other constants as seem desirable 
(Chapter XIII). 

Calculation of Fat in Original Milk.——The “ fat in original milk,” as 
given in the tables on pages 176 and 177, was calculated by assuming a 
percentage of solids not fat of 9.3 in the original milk, this being the standard 
fixed by the Massachusetts law. Calculate first the fat and the milk 
solids to the basis of the cane-sugar-free sample. This is done by divid- 


. *U.S. Dept. of Agric., Bur. of Chem., Circ. 90, p. 10. 
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ing the per cent of each as found in the sample by 100 less the percentage 
of cane sugar, and multiplying the result by roo. Ascertain the dif- 
ference between the milk solids and the fat thus obtained in the cane- 
sugar-free sample, and divide this percentage of milk solids not fat by 
9.3. The result is the ‘number of times condensed” (if cane sugar were 
not present as a diluent). 

The per cent of fat in the cane-sugar-free sample, divided by the . 
number of times condensed, as above obtained, gives the percentage of 
fat in the original milk. 

The above calculation from the solids not fat of the factor desig- 
nated as “‘the number of times condensed,” necessitates determinations of 
fat, ash, proteins, and milk sugar, in fact, acomplete analysis of che sample. 

A simpler method of calculating the ‘number of timr condensed,” 
involving determinations of fat and ash only in the san ple, consists in 
dividing the per cent of ash found in the condensed milk by 0.7, this 
figure being the assumed ash of normal, standard milk, Then, by divid- 
ing the fat in the sample by the ‘‘ number. of times condensed ” as last 
calculated, the result is the fat in the original milk. If this is found 
to be well below 3%, there is reason to suspect that skimmed milk was 
used in its preparation. 

The “‘ fat in the original milk” as thus calculated is, of course, an 
arbitrary factor and is useful only in deciding whether or not skimmed 
milk has been used in preparing the sample. By assuming the above 
very reasonable figures for the solids not fat, or for the ash of natural 
milk (according to which method is used for calculation), it is readily 
seen that the highest result is obtained for the “ fat in the original milk ” 
and hence the benefit of the doubt as to the use of skimmed milk is 
Ziven to the manufacturer. 


MILK POWDER. 


There are numerous brands of desiccated milk or milk powder on the 
market, sold in bulk and by the can, and largely used by bakers and manu- 
facturers of milk chocolate. Many of these, purporting to contain all the 
ingredients of milk excepting water, have been found to be pulverized 
dried skimmed milk. 

In the table on page 185 are given the maximum and minimum figures 
obtained by Fleming * in 2 samples of cream powder and 1 of whey powder, 


* Jour. Ind. Eng. Chem., 4, 1912, p. 543. 
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and by Stewart* in 7 samples of whole milk powder, 1 of half skim milk 
powder, and 8 of skim milk powder. 


Cream Powder | Toivaert! [gkimtie)  SSmaMi | pM 
IWAtERSrelre alate os 0. 81-0. 76 Ho Ke= BAG 4.58 8.00- 4.76 I.40 
ated Wane ;.: .67.64-53.08 30.00-23.55 10.00 1.86+ 0.34 0.60 
IPACLOSC oe ae ae oc 26.04-15.92 41 .23-34.48 41.54 54.07-48.41 TTR 2O 
Total protein....| 16.89-12.21 27.69-23.92 30.90 35.72-31.96 12.50 
soluble albuminis|...22400..+.+ 6.06- 1.60 2.23 8.03— 1.25 10, 20 
ASS Liegeretece eer tae Bie Bley) 6:33> 5.33 6.98 8.43- 7.26 9.10 

| 


Analyses by Fleming. t+ Analyses by Stewart. 


ANALYsIS OF MILK PowDER. 


The methods designed for milk apply in general to milk powder, observ- 
ing certain precautions: 

Determination of Fat.—The Rése-Gottlieb and Werner-Schmidt methods 
are applicable. Neither extraction of the dry material with absolute 
ether nor the Babcock method yields the full amount of fat. McLellan t 
obtained satisfactory results extracting with concentrated (not absolute) 
ether (sp.gr. 0.72), extending the extraction through 2 days, and soaking 
over night before each extraction. Fleming also uses concentrated ether 
but finds 16 hours’ extraction without soaking sufficient. 

Redmond Modification of the Babcock Method.{—Weigh 2.5 grams of 
the powder into a clean dry Babcock milk bottle, using a smal funnel to aid 
in transferring. Add 31 cc. of dilute sulphuric acid (395 cc. of conc. 
H.SO, diluted to 1 liter) and heat in a dish of gently boiling water, with 
frequent shaking, until all the powder is dissolved and the mixture is 
dark brown which usually requires 7 to 10 minutes. Remove from the 
water, add 12 cc. of sulphuric acid (sp.gr. 1.82-1.83), mix thoroughly, and 
proceed as in the usual Babcock method. Place in water at 55 to 80° C., 
read the fat too.os on the scale and multiply the reading by 7:2. 

Determination of Lactose.—Follow the usual methods, grinding any 
lactose crystals that may be present to a powder, and dissolving in warm 


water. 


* Eighth Int. Cong. App. Chem., 18, 1912, p. 329. 
{ Analyst, 31, 1908, p. 353. 
t Jour. Ind. Eng. Chem., 4, 1912, p. 544. 
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CREAM. 


Composition.—Cream varies in composition according to the method 
by which it is obtained, i.e., whether (1) by allowing it to separate from the 
milk set in shallow pans, whence it is removed by hand-skimming, (2) 
by setting in deep vessels surrounded by cold water (as for example in the 
“Cooley” creamer) the skimmed milk being commonly drawn off from 
below, or (3) by the centrifugal separator. Most of the heavy cream 
found in the market at the present time is the product of the third or 
separator process. Analyses of different kinds of cream follow: 


COMPOSITION OF CREAM. 


og) os 218 
Paints . n Yn 
Character of Cream. ad 5 3 4 K a4 a6 
gs 4 ~ 2 A @ ao | US 
Ba! § 8 a se SP al I eee || Sal 
Z < Bla] a lad ele 
By natural separation. ...... 46 |K6nig |Mean 68 .82/3. 76/22 .66 4.23/0-53/31-18/8.42 
By centrifugal separator, 
Seleayy wacked. creer = £8 |Leach |Maximum|54-.80]...-|46-40'....|...-|53-24/8.5¢ 
Minimum |40270\22..)33.101. 4. e145 20/4a2G 
Mean SR Ole 14 2502|)ae alee a4 one 2|0e20 
Solio ht VaCreain sttewins aca 18 |Leach |Maximum|83.29]....|21-60!....|/....|29-50|9- 30 
Minimum 70.50) 4. 2-1) S.00)2.c)\eo5-LOsgulyen2 
Mean Cpe) ee oP Ollag ae) ou selena as 


U. S. Standards.*—Standard Cream is cream containing not less than 
18% of milk fat. Standard Evaporated Cream is cream from which a 
considerable portion of water has been evaporated. 

Adulteration of Cream.—In some localities fat standards are fixed 
for cream both “heavy ” and “ light,’”’ those falling below such standards 
being deemed adulterated. 

Foreign Fats.—Oleo oil, possibly other fats, ‘‘ homogenized ”’ or 
emulsified with milk or skim milk, is now being substituted for true cream. 
A product known as “‘Syntho” belongs in this class but is sold by its 
manufacturers under its true name. 

Preservatives.—The same preservatives are employed in cream as in 
milk. 

Gelatin.—The author has detected this substance in cream sold in 
Massachusetts. It segves as a thickener and is sometimes sold in powder 
form mixed with boric acid. 


*U.S. Dept. of Agric., Off. of Sec., Circ. 19. 
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Sucrate of Lime in Milk and Cream.—Pasteurizing reduces the con- 
sistency of cream so that its apparent richness and its value for certain 
culinary preparations is impaired. Babcock and Russell * have shown 
that sucrate of lime (‘ viscogen””) may be used to thicken such cream, 
but insist that the treated product be sold under a distinctive name, such 
as ‘“‘ visco-cream ” or “‘pasteurized visco-cream.” 

To prepare “ viscogen” dissolve 2} parts by weight of cane-sugar in 
5 parts of water, add, after straining, 1 part of quicklime slaked in 3 parts 


Sin 
SOS a 
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Fic. 53.—A Babcock Cream-test Scale. 


of water; shake, allow to settle, siphon off the supernatant liquid, and 
bottle. For thickening cream use two-thirds of the amount required to 
neutralize its acidity. It will also thicken milk and condensed milk. 


ANALYSIS OF CREAM. 


Total solids, ash, sugar, proteins, and fat (gravimetric) are deter- 
mined by the methods used in milk analysis (pp. 119-138). 

Determination of Fat.—Babcock Process——Owing to the viscosity of 
cream and its variation in density strictly accurate results can be secured 
only by weighing the sample. Fig. 53 shows a cream scale provided with 
a sliding poise for balancing the bottle and a second for weighing the 


cream. If a large number of tests are to be made, a balance for weighing 
* Wisconsin Exp. Station, Bul. 54. 
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several samples on each pan or the Wisconsin hydrostatic cream balance 
will be found convenient.* The latter, devised by Babcock and Farring- 
ton,t is constructed on the principle of the lactometer. It is pro- 
vided with a pan on the top of the stem for holding the test bottle and 
weights. 

Two forms of test bottles are shown in Fig. 54. Others with grad- 
uations up to 50% are also obtainable. 

The process is as follows: Weigh 9 or 
18 grams of the well-mixed sample into the 
tared test bottle, using a pipette with a wide 
delivery tube. If 9 grams are used dilute 
with 9 cc. of water. Add 17.5 cc. of sulph- 
uric acid of proper strength and proceed as in 
the case of milk (p. 123). 

The error due to the curved meniscus of 
the fat column in the test bottle may be 
overcome by adding a few drops of fat- 
saturated alcohol (Babcock and Farrington f) 
or of glymol (Hunziker §). 

To prepare fat-saturated alcohol place a 
teaspoonful of butter in a bottle with 200 cc. 
of denatured or wood alcohol, warm slightly 
and shake until saturated. Coloring matter 
may be added to further facilitate the read- 
ing. Glymol may be colored with alkanet 
root. 

Detection of Foreign Fats.—Determine 


% 
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Fic. 54.—Varieties of Babcock 


Test Bottle for Cream. the refractive index and the volatile fatty 
A, Bartlett Bottle; B, Winton acids of the fat obtained by the Babcock 
Bottle. 
method. 


Detection of Preservatives.—See pp. 162-169. 

In testing for formaldehyde, using ferric chloride and hydrochloric 
acid, the sample should be diluted with an equal volume of water, heated 
with the reagents in a casserole but finally poured into a test tube to 
observe the color. 


* Farrington and Woll, Testing Milk and its Products, 2oth Ed., pp. 81-83. 
} Wisconsin Exp. Station, Bul. 195. 

t Loc. cit. 

§ Ind. Agric. Exp. Sta. Bul. 145, p. 193. _ 
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Detection of Gelatin.—Stokes Method.*—The reagents are as follows: 
(t) Acid nitrate of mercury, prepared by dissolving metallic mercury in 
twice its weight of concentrated nitric acid (sp.gr. 1.42) and diluting 
with twenty-five times its bulk of water, and (2) a saturated aqueous 
solution of picric acid. 

To about to cc. of the cream add the same amount of the acid nitrate 
of mercury solution and 20 cc. of cold water. Shake the mixture vigor- 
ously and allow to rest for five minutes, after which filter. If much 
gelatin is present, the filtrate will not be clear, but opalescent. To the 
whole or a part of the filtrate add a few drops of the picric acid solution. 
If gelatin be present in any considerable amount, a yellow precipitate 
is formed. Avoid an excess of acid nitrate of mercury, as this would 
cause a precipitate with picric acid. 

If gelatin is present in small amount only, a cloudiness is produced, 
best seen against a dark background. The reaction is delicate to 1 part 
of gelatin in 10,000 parts of milk or cream. 

Sour cream, not containing gelatin, gives a protein precipitate by this 
method. Seidenberg ¢ differentiates this from gelatin picrate as follows: 

Shake the solution and precipitate in a large test-tube very thoroughly, 
allow to stand, decant off the clear liquid, and collect the precipitate on a 
filter. Wash with water containing 2 to 3 drops of ammonia water per 
too cc. until the washings are slightly alkaline to litmus, then with water 
alone until they are neutral. Transfer the precipitate, or the precipitate 
and filter, to a small beaker, add 10 to 20 cc. of water, heat to boiling, 
and filter hot into a test-tube. The filtrate will contain the gelatin picrate 
but not the protein. Cool and test for gelatin by adding an equal volume 
of the picric acid solution. 

Detection of Sucrate of Lime.—This is indicated by the presence of 
sucrose, in connection with an abnormally high alkalinity of ash and 
excessive calcium oxide. The tests are as follows: 

Lythgoe’s Modification of Baier and Neuman’s Test for Detecting 
Sucrose.t—To 25 cc. of milk or cream, add 10 cc. of a 5% solution of 
uranium acetate, shake well, allow to stand for 5 minutes, and filter. 
To 10 cc. of the clear filtrate (in the case of cream use the total filtrate, 
which will be less than 10 cc.) add a mixture of 2 cc. saturated ammo- 
nium molybdate and 8 cc. dilute hydrochloric acid (1 part 25% acid 


* Analyst, 22, 1897, p. 220. 
. f Jour. Ind. Eng. Chem., 5, 1913, p- 927. 
{ Zeits. Unters, Nahr. Genussm., 16, 1908, p. 51. 
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and 7 parts water), and heat in a water-bath at 80° C. for 5 minutes. If 
the sample contains sugar, the solution will be of a Prussian blue color, 
which should be compared in a colorimeter with standard Prussian blue 
solution, prepared by adding a few drops of potassium ferrocyanide to 
a solution of 1 cc. of 1% ferric chloride in 20 cc. of water. 

Occasional samples of pure milk will give a pale blue color, but this 
can be entirely removed by filtration, the filtrate being green, while the 
color due to sugar will pass through the filter, giving the usual blue solution. 
This color, due to a reduction of molybdic acid, is also produced by levulose 
and dextrose. Solutions of 1 gram of lactose, levulose, dextrose, and 
sucrose in 35 cc. of water heated with molybdenum reagent for 5 minutes 
reacted as follows: lactose no color, levulose a heavy blue, sucrose a weaker 
blue, and dextrose the weakest blue, the intensity of the last three being 
BS; LOM es +? Xe 

Stannous chloride, ferrous sulphate, and hydrogen sulphide give this 
blue color in the cold, but it disappears on heating except in case the 
stannous or ferrous salt is present to the extent of at least 1% (calculated 
as the metal) which amount would coagulate the cream and impart a very 
disagreeable taste. 

As a confirmatory test for sugar, the resorcine test may be applied 
to the serum prepared with uranium as described above. ‘This test. is 
given by sucrose and levulose, but not by dextrose or lactose. 

Determination of Alkalinity of Ash and Calcium Oxide.—Weigh 
25 grams of cream into a platinum dish, place in an oven at about 
125 to 150° C. over night, and burn to an ash in a muffle at a low-red 
heat. Dissolve the ash in 20 cc. N/1o sulphuric acid, boil to exnel 
the carbon dioxide, and titrate back with N/1o sodium hydroxide, using 
phenolphthalein as the indicator. Express results as cc. N/zo acid 
required to neutralize the ash of 100 grams of cream. 

Make the final solution of the above determination acid with acetic 
acid, heat to boiling, add 1 gram of sodium acetate, and to the clear 
solution add an excess of ammonium oxalate, boil for a few minutes, 
filter, and wash with water. Dissolve the calcium oxalate in hot dilute 
sulphuric acid, and titrate hot with N/zo potassium permanganate. 
The number of cubic centimeters of N/1o0 permanganate, multiplied by 
0.0112 (4 X0.0028), gives the percentage of CaO in the sample. 

Lythgoe and Marsh * have calculated the maximum percentages of 


* Jour. Ind. Eng. Chem., 7, rg10, p. 327. 
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calcium oxide C corresponding to the percentages of fat F within the limits 
of 15 and 54%. The following formula is based on their figures: 


~ C=0.181 —0.00246(F —15). 


ICE CREAM. 


For many years a wide variety of iced foods have been made and 
sold under the general name of ice cream, many of which are largely 
composed of ingredients other than milk or cream. In the study and 
classification of foods of such a miscellaneous nature as ice cream, in its 
popularly accepted meaning, it is not always easy to satisfactorily define 
and fix standards, either as regards the constituents or the minimum limit 
for butter fat. 

This perplexity, which exists in standardizing all mixtures, is increased 
in the present instance by a name which suggests merely frozen cream 
when milk, condensed milk, skim milk, emulsions of butter fat, oleo oil, 
or cotton-seed oil may be present. Had frozen creamy mixtures come to 
be known under a generic non-suggestive name they might now pass un- 
challenged, like cake and pudding, regardless of their food constituents, 
provided nothing unwholesome was used in their preparation. It has, 
indeed, been argued that the name ice cream is strictly analogous to names 
such as cake and pudding, the word cream referring merely to the creamy 
nature of the product. As precedents for such a usage the names creamed 
potatoes, chocolate creams, cream of wheat, and créme de menthe are 
cited. While this is an extreme view it serves to illustrate the difficulties of 
establishing a system of nomenclature that will prevent deception and at 
the same time not discourage the use of wholesome substitutes, or be more 
exacting for one class of products than another. 

U. S. Standards.*—Ice cream is a frozen product made from cream 
and sugar with or without a natural flavoring, and contains not less than 
14% of milk fat. 

Fruit ice cream is a frozen product made from cream, sugar, and 
sound, clean, mature fruits, and contains not less than 12% of milk fat. 

Nut ice cream is a frozen product made from cream, sugar, and sound, 
non-rancid nuts, and contains not less than 12% of milk fat. 

These standards have given rise to much controversy and have never 
become universally recognized. Certain states have established standards 


of their own. 
*U. S. Dept. of Agric., Office of Secretary, Circ. 19. 
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Classification.— Washburn * recognizes two divisions: (1) Plain ice 
cream, which is an uncooked mixture of cream, sugar, and flavoring mate- 
rial, usually with gelatin or some other binder but rarely or never with 
eggs and (2) French or Neapolitan ice cream, which contains eggs and is 
virtually a frozen custard. 

Water ices although containing no milk or cream should be mentioned 
in this connection as they are made by practically the same freezing process 
and are often packed in bricks in layers alternating with ice cream of dif- 
ferent flavors. 

Mortensen { extends the classification so as to cover a wide variety of 
frozen desserts. 

Influence of Ingredients and Process.—Washburn { after an extensive 
investigation has reached the following conclusions: 

“The flavor is influenced by the fat content of the cream; by its 
freedom from contamination of all sorts; by a low cream acidity; by 
the addition of minute quantities of common salt; and by the ripening or 
aging of the ice cream. A good body is the result of the presence of plenty 
of fat, but not too much; of the aging and thorough cooling of the cream; 
and, sometimes, of the use of fillers. A fine texture is promoted by the rich- 
ness of the cream; by the proper conduct of the freezing process; by the 
aging of the cream; and, if the goods are not to be used promptly, by the 
use of a gelatinoid binder. Swell (or overrun) is caused by the incorpora- 
tion of air into the cream and is affected by the viscosity of the cream; 
by the rate of freezing; and particularly by the length of time elapsing 
while the cream is dropping from 34 to 29° F.; and by the speed of the 
agitating mechanism. The richness or the leanness of the cream within 
working limits has little effect thereon; neither does the use of gelatin, 
gum tragacanth or other binders. .. . 

‘“‘A clean cream is of course essential. Neither a very rich nor a too 
thin cream should be used, about 22% fat seeming ideal. A day’s keeping 
improves cream, and if it is kept cold so much the better, since the fat glo- 
bules harden and a better body is obtained. Acidity is to be decried, 
although unless excessive it is not fatal to success. A pasteurized cream, 
if allowed to age, may be used to advantage. The homogenation of cream 
greatly increases its viscosity and tends to better the body, texture and 
general creaminess of the final product. There is no essential difference 


* Vt. Agric. Exp. Sta., Bul. 155, 1910, p. 6. 
} Iowa Agric. Exp. Sta., Bul. 123, p. 353. 
t Loc. cit. 
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between centrifugal and gravity creams as used in ice cream making; 
condensed milk may be used to advantage to better the body and smooth- 
ness of the goods. 

“A filler is used to give body; a binder to prevent coarse crystalliza- 
tion when held for one day or longer. Starch, flour, eggs, and rennet are 
used as fillers with greater or less satisfaction, generally less. Gelatin, 
gum tragacanth, and ice cream powders are used as binders often with good 
satisfaction; but their use, though legal in Vermont, is forbidden in several 
states. There appears to be arguments on both sides of the question as to 
the advisability of the use of binders in commercial cream. The adverse 
arguments are that inferiority and age are thus concealed, the swell unduly 
augmented, the use of low grade materials encouraged, insanitary holding 
conditions favored, and adequate food control rendered difficult. Those 
advanced in favor of their use are that they prevent granulation and conse- 
quent deterioration, discourage the return and re-usage of unsold goods, 
and assist trade regulations.” 

Homogenized Products.—Unsalted butter emulsified with milk or 
skim milk is now extensively substituted for true cream in the manufacture 
of so-called ice cream. Oleo oil and cotton seed oil are also used in such 
emulsions; neither of these oils is considered permissible in the product 
sold as ice cream. 

Ice Cream Cones.—These are cornucopias made of a kind of dry crust 
used to serve ice cream without a spoon, the cones as well as the ice cream 
being eaten from the hand. In addition to flour, sugar, and eggs or gelatin, 
which are proper constituents, they frequently contain saccharin, artificial 
color and borax, the latter being used to prevent sticking to the mold 
during baking. 


ANALYSIS OF ICE CREAM. 


Determination of Fat.—Rdse-Gottlich Method.*—Prepare a 40% 
solution, as for condensed milk (p. 178). Of this solution measure Io cc. 
into a Rohrig tube ¢ (Fig. 55), or a glass cylinder 2 cm. in diameter and 
4o cm. high, to which a narrow siphon can be fitted; dilute with 0.5 cc. of 
water, add 1.25 cc. of concentrated ammonium hydroxide (2 cc. if the 
sample is sour) and mix thoroughly. Add 1o cc. of 95% alcohol and 
shake well. Then add 2s cc. of washed ethyl ether, shake vigorously 


* Ruse, Zeits. angew. Chem., 1889, p. 100; Gottlieb, Landw. Versuchs-Stat., 40, 1892, 
p. 1; Patrick, U. S. Dept. Agric., Bur. of Chem., Circ. 66. 
{ Zeits. Unters. Nahr. Genussm., 9, 1905, P. 531- 
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for half a minute, add 25 cc. of petroleum ether (p. 55), preferably redis- 

tilled below 60° C., and shake again for half a minute. Let stand twenty 

minutes or until the upper liquid is clear and its lower level constant. 

Draw off as much as possible of the ethereal liquid—usually 0.5 to 
0.8 cc. is left—through a diminutive filter into a weighed flask. Extract 
the liquid remaining in the tube in the same manner as before except 
that only 15 cc. each of the ethers are used, draw off 
through the same paper into the flask and wash with a 
few cc. of the mixed ethers (1: 1). Evaporate the drawn 
off and filtered liquid slowly and dry in a boiling-water 
oven, one hour at a time, to constant weight. The ether 
used must be tested for residue upon evaporation and a 
correction introduced if necessary. 

The dried and weighed fats should be dissolved in a 
little petroleum ether; if a residue be found (due to a trace 
of the aqueous liquid which may have passed the filter) it 
must be washed in the flask, dried, and its weight de- 
ducted from that of the crude fat. 

This method is also applicable to condensed milk, 
cream, milk, skim milk, buttermilk, and whey. With 
substances of low fat content the second extraction may be 
omitted, the weight of the fat being increased to corre- 
spond to the entire volume of ethereal liquid measured in 
the tube. 

Fic. 55.—Rohrig White Method.*—Weigh into a Babcock milk bottle 
neve 6 grams of the melted and well-mixed sample, dilute to 
mae 18 cc., and add 8 cc. of sulphuric acid in two portions, 

allowing 2 minutes to elapse before adding the second 
portion and mixing carefully after each addition. The mixture should be 
light brown and not black as in the case of milk. If a black color is 
obtained—due to the violent action on the sugar because of a low percentage 
of casein—repeat the test using a smaller amount of acid. Whirl in a steam 
centrifuge for 3 minutes at a high speed then fill to the neck with distilled 
water at 65° C. If black particles are mixed with the fat shake vigorously 
for a few seconds, whirl again for 3 minutes, add water so as to bring the 

fat within the scale, whirl the third time for 2 minutes, and read at 62) 

Multiply the reading by 3 to obtain the per cent of fat. 
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* Penn. Agric. Exp. Sta. Rep., 1910, p. 243. 
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Halverson * also uses only sulphuric acid, added in portions, as a 
reagent but the details of the process are different from those of the fore- 
going. The test is made in a special bottle for drawing off the acid liquid 
after the second whirling. 

Lichtenberg Method.t—Weigh into a Babcock milk bottle 9 grams of 
the melted and well-mixed sample. Add 20 cc. of glacial acetic acid 
(sp.gr. 1.049), mix well, then add to cc. of sulphuric acid (sp.gr. 1.83) 
and mix again. Proceed as in the regular Babcock test reading the fat 
column from one extreme to the other at 55° C. The reading multiplied 
by 2 gives the per cent of fat. 

Utt{ follows essentially the same method with minor changes in the 
proportion of the reagents and details of manipulation. 

Detection of Foreign Fats and Oils.—Separate and examine the fat as 
described on page 183. 

Detection of Thickeners.—Pairick’s Method.s—Add 25 cc. of water 
to 50 cc. of the sample, and boil till any thickener present is dissolved. 
Add 2 cc. of a 10% solution of acetic acid, heat to boiling, add 3 heap- 
ing teaspoonfuls of kieselguhr, and after shaking pass at once through 
a plaited filter. To 3 cc. of the clear filtrate add 12 cc. of 95% alcohol 
and mix thoroughly, thus precipitating the milk proteins not already 

removed, and also the gums and some of the gelatin, if much is present. 

Add 3 cc. of a mixture of g5 cc. of 95% alcohol and 5 cc. of concen- 
trated hydrochloric acid. This acidified alcohol dissolves completely the 
milk proteins, and, if a clear solution then remains, no gums or vegetable 
jellies have been used as thickeners. Turbidity does not, however, 
necessarily indicate presence of a thickener, as it may be caused by a 
large amount of eggs, or by the souring of the ice cream. Dilute the 
mixture, if turbid, by adding 3 cc. of water. Any precipitate due to 
gelatin or eggs will be dissolved at this dilution, but not that due to 
vegetable gums. If gum tragacanth be present, the precipitate will be 
stringy and cohesive, especially after shaking, while agar-agar or other 
vegetable thickeners will cause a fine flocculent precipitate. 

Souring of the ice cream sometimes produces a turbidity or precip- 
itate under the above conditions, which is not always dissolved after 
diluting with water. Formation of such a precipitate (due to sourness) 
may, however, apparently be prevented by the previous addition of 


formaldehyde to the sample. 
Sinemet ee 
* Jour. Ind. Eng. Chem., 5, 1913, p. 403. {Ibid., 7, 1915, Pp. 773- 

ed 51S aes 786. : §U.S. Dept. of Agric., Bur. of Chem., Bul. 116, p.26, 


196 FOOD INSPECTION AND ANALYSIS. 


Howard's Test for Gums.—Precipitate 10 cc. of the melted sample 
with acetone, and wash with 2 or 3 portions of dilute alcohol, using 
the centrifuge. Boil the washed residue with 6 to 8 cc. of water and 
1 cc. of 10% sodium hydroxide solution for half a minute. Cool, let 
stand a few minutes, filter, and heat the filtrate to boiling. Add one 
and one-half volumes of warm alcohol and shake. If agar-agar or gum 
tragacanth be present, a flocculent precipitate will immediately sepa- 
rate. Disregard a mere turbidity. To prove the absence of any con- 
siderable quantity of milk proteins in the precipitate, dissolve in cold 
water and saturate the solution with ammonium sulphate. 

Gelatin.—Use the method of Stokes (p. 189) on Io to 15 cc. of the 
sample, disregarding a faint cloudiness at the end. 

Starch is detected by the usual iodine test. 

Detection of Preservatives.—Formaldehyde and boric acid are tested 
for as in milk. 

Detection of Colors.—See Chapter XVII. The colors used are not. 
merely yellows and oranges such as are added to milk, but include also 
reds, greens, and even blues, coal-tar dyes being most commonly employed. 


BUTTER. 


The value of butter as a food depends almost entirely on its fat con- 
tent, although minute quantities of protein and milk sugar are also in- 
cluded in its composition. 

Hence butter is more logically treated in detail under the heading of 
fats, Chapter XIII. 

CHEESE. 

Nature and Composition.—Cheese consists principally of the coagulum 
removed in a mass from milk, which has been curdled by the natural 
souring or by the action of rennet. The separated mass, after being 
compressed, is allowed to undergo certain changes, which constitute the 
ripening or curing, due to the action of micro-organisms and enzymes. 
Cheese is also made from cream, skim milk, and whey. 

Besides nitrogenous bodies, fat, ash (including salt), and water, which 
are its chief constituents, ordinary cheese contains small quantities of lactic 
acid and lactose. The fat in certain varieties also undergoes some changes 
such as the liberation of butyric acid and the lactic acid (at least in Swiss 
cheese) splits up into proprionic and acetic acids. 

During the ripening process, which requires [from a few weeks to 
several months, the characteristic flavor is developed chiefly by the changes 
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in the proteins, and the digestibility of the cheese is improved. The 
nature of these changes is little understood, but a variety of complex 
nitrogenous products are formed, which L. L. Van Slyke divides as fol- 
lows: paracasein, unsaturated paracasein lactate, paranuclein, caseoses 
(albumoses), peptones, amides, and ammonia. 

Whey cheese, a product of importance in Scandinavian countries, 
contains lactose as its chief constituent. 

Varieties.—Well-known cheeses of commerce are often named from 
districts, towns, or localities where they originated or are still made. 
They may be classified as cream, whole-milk, or skimmed-milk cheese, 
according to the quality of the product from which they are made, or 
again as hard, medium, or soft, according to whether (1) they are pressed, 
or (2) allowed to drain for days and sometimes weeks without pressure 
to a firm consistency, or (3) are made in the space of a few hours, being 
quickly drained on a sieve by hand pressure. 

Cheddar Cheese, which is the common cheese of the United States 
(though originally made some 250 years ago in England and still made 
there), is a type of the hard cheese. Stilion, an English cheese, Emmen- 
thal and Gruyére, Swiss cheeses; Edam, a Dutch cheese, and Pineapple, 
an American cheese, belong to the hard class, while Camembert, Brie and 
Neufchatel, French cheeses, also Limburger and Brick cheeses are repre- 
sentatives of the soft class. Roquefort, made originally from ewe’s milk 
in the French town of that name, and ripened in caves in the mountains, 
and Gorgonzola, an Italian cheese resembling Roquefort, are char- 
acterized by the streaks of green mold. In Norway a sweet cheese is made 
from goat’s milk and whey. 

The following table, compiled by Woll,* shows the average composition 
of various cheeses of commerce, both foreign and domestic: 


Water. Casein. Fat. Sugar. Ash. 
Per Cent, | Per Cent. | Per Cent. |Per Cent.|Per Cent. 

Cheddaneeer mater teristics dsleats 34.38 26.38 Bony 2.95 3.58 
Cheshire marten dere cissiee sists cei ecco» 32.59 B255r 26.06 Ase Aest 
SHELIA. 5. og dR 6 Uihowt orcaouse Orie ORCC 30.35 28.85 | - 35.39 1.59 3.83 
TRIB 6 ogo cdo Ob On OR On ae ee 50,35 T7.18 25.12 1.94 Gozlke 
INetiiona tellus ter a wrisiteisssreietace ais: 0.8 7. 44.47 14.60 33-70 4.24 2.99 
INOCUICLONLM IR Ciettratercts sire vices ol cielcieicls 31.20 27.63 33.16 2.00 6.01 
TREN actyn So. c concer oe 6 CaO ORE 36.28 24.00 30.26 4.60 4.90 
SKisete 6 Seca aro.o O10 bio fl eoerCceC RO Ro ne nara ene NS 35.80 24.44 Bilt MN nooo. 2.36 
Full cream, mean of 143 analyses....... 38.60 253 30.25 2.03 4.07 


ee ee ee 
* Dairy Calendar, p. 223. 
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Van Slyke has furnished the following analysis of the nitrogen com- 
pounds in a sample of normal American Cheddar cheese six months old 
and cured at 60° F.: 


Per Cent Per Cent Per Cent | Per Cent Per Cent Per Cent | Per Cent 
N in ater- as N as N as N as N as 
Cheese. soluble N. | Paranucelin. Caseoses. Peptones. Amides. Ammonia. 
3.80 | 1.46 0.14 0.22 0.18 0.79 Onns 


U. S. Standards.*—Cheese is the sound, solid, and ripened product 
made from milk or cream by coagulating the casein thereof with rennet 
or lactic acid, with or without the addition of ripening ferments and 
seasoning, and contains, in the water-free substance, not less than 50% 
of milk fat. By act of Congress, approved June 6, 1896, cheese may 
also contain added coloring matter. 

Skim-milk Cheese is defined the same as cheese except that it is made’ 
from skim milk, and no minimum percentage of fat in the water-free 
substance is specified. 

Adulteration.—Cheese is commonly adulterated in two ways: first, 
by the partial or total substitution for the milk fat of a foreign fat, as 
oleomargarine or lard, and, second, by using skimmed milk as a mate- 
rial for its manufacture. 

In many localities a standard percentage for fat in cheese is fixed by 
law, as in the case of the U. S. standard noted above, all samples falling 
below that standard, unless sold as skim-milk cheese, being deemed adul- 
terated. 

Some states have specific standards for varying grades of cheese, 
classified as to their fat content. Thus under the Pennsylvania law + 
cheese is divided into five grades, as follows: 

Full-cream cheese must contain not less than’ 32% butter fat. 

Three-fourths cream cheese must contain not less than 24% butter fat. 

One-half cream cheese must contain not less than 16% butter fat. 

One-fourth cream cheese must contain not less than 8% butter fat. 

All cheese having less than 8% fat must be branded ‘“‘ Skimmed Cheese.” 

The term “ full cream” as applied to cheese made from whole milk, 
although quite generally used and legalized by certain state laws, is mis- 
leading in view of the fact that true cream cheese is on the market. 


*U.S. Dept. of Agric., Off. of Sec., Circ. 19. 
t Penn. Laws, 1901, Act. 95, p. 128. 
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The following analyses by Leach illustrate the difference in composition 
between whole-milk and skim-milk cheese: 


Varieties of Cheese. Water. Fat. | Protein.*| Ash. secbvane 
KC reariie (SOLE) SecA, Cel leyeieiseceopeek a 2 Bye OR || AG ey I eA fey I ae ayy 2255 
Wiholetmail ka (ard se yes caeve csc eeuerm seen ie to) || Ce) Ib Ava 2.40 2305 
WitiolesmilkaGofl) seer tik sce os 5505 qe 24nOoul 10.40) 1350 1320 
Skimmiedsmilich(SOlt),. sesui..c0e0 oe tens oie 7 aL 5 200 not 36) | Nebeo7 1039 
Centrifugally skimmed milk (soft) ..... 72.80 2,00 | 23).52 1.68 522 


* By difference. 


“Filled cheese ” is the common name for a product in which a foreign 
fat, such as oleo oil or lard, has been used. Formerly filled cheese was made 
in the United States for the export trade but owing to drastic laws it is 
now practically unknown. 


ANALYSIS OF CHEESE. 

Sampling.—If the cheese is spherical or drum-shaped, cut a narrow, . 
wedge-shaped segment, reaching from the circumference to the center, if 
brick shaped, cut a thin slice through the middle; the rind may be included 
in the sample or rejected according to the purpose of the analysis. The 
sample is prepared for analysis by chopping, grating, or kneading until 
uniform, taking care to weigh before and after the treatment if loss of mois- 
ture is sustained. 

A less accurate, but for many purposes quite satisfactory, method of 
sampling is to remove cores from different parts of the cheese with a trier 
using the rind to stop up the holes. By this procedure the cheese is not 
materially damaged. 

Determination of Water.—Dry 5 grams of the sample in a flat-bottomed 
metal dish 5 cm. in diameter in a boiling-water oven until the weight is 
practically constant. If ash is subsequently to be determined in the same 
portion a platinum or porcelain dish must be used. 

Winton* has found that reasonably constant weight is obtained in drying 
American full cream and skim-milk cheese only after 12 to 18 hours while 
in drying Roquefort losses, evidently other than water, continued for days. 
For practical purposes drying for 12 hours is sufficient. 

Determination of Fat.—Lythgoe’s Modified Babcock Method.—Weigh 
accurately about 6 grams of the sample in a tared beaker. Add 10 cc. 
of boiling water, and stir with a rod till the cheese softens and an even 


*U. S. Dept. of Agric., Div. of Chem., Bul. 35, 1892, p. 13. 
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emulsion is formed, preferably adding a few drops of strong ammonia to 
aid in the softening and emulsionizing, and keeping the beaker in hot 
water till the emulsion is tolerably complete and free from lumps. 

If the sample is a full-cream cheese, which is usually evident from 
its taste and appearance, a Babcock cream-bottle is employed. The 
contents of the beaker, after cooling, are transferred to the test-bottle 
as follows: Add to the beaker about half of the 17.6 cc. of sulphuric acid 
regularly used for the test, stir with the rod and pour carefully into the 
bottle, using the remainder of the acid in two portions for washing out 
the beaker. Finally proceed as in the regular Babcock test for milk. 
Multiply the fat reading by 18 and divide by the weight of the sample 
taken to obtain the per cent of fat. 

Shorts Method.*—Grind to a uniform powder 2 to 5 grams of the 
sample, and about twice its weight of anhydrous copper sulphate. Place 
a layer of anhydrous copper sulphate about 2 cm. thick on the bottom 
of the inner tube of a Johnson or Knorr extractor, add the ground mix- 
_ ture, and rinse the mortar first with a little anhydrous copper sulphate 
and finally with ether. Extract for 16 hours, evaporate the ether from 
the extraction-flask, and dry the fat in a boiling-water oven to constant 
weight. 

Werner-Schmidt Method.—Boil 2 to 3 grams of the sample in the 
Werner-Schmidt tube (p. 126) with 5 cc. of water and 10 cc. of concen- 
trated hydrochloric acid till, with constant shaking, all but the fat is 
dissolved. Cool, add 25 cc. of ether, and shake the tube well. Draw 
off as much as possible of the ether, after separation, in the usual manner, 
and extract with four or five additional portions of the solvent. 

Distil off the ether from the combined extractions, and weigh the fat. 

Determination of Total Protein.—Calculate from the nitrogen, 
determined by the Kjeldahl or Gunning method on 1 to 2 grams of the sam- 
ple, using the factor 6.38. Van Slyke adds a piece of copper sulphate the 
size of a pea during the digestion. 

Separation and Determination of Nitrogen Compounds.—WMethods of 
Van Slyke.t—Twenty-five grams of the sample are mixed in a porcelain 
mortar with an equal volume of clear quartz sand. Transfer the mix- 
ture to a 450-cc. Erlenmeyer flask, add about too cc. of water at 50° C., 
and keep the temperature at 50° to 55° C. for half an hour with frequent 
shaking. Decant the liquid through an absorbent-cotton filter into a 


*U. S. Dept. of Agric., Div. of Chem., Bul. 35, pp. 15, 17, 225. 
Tt Van Slyke, N. Y. Exp. Station, Bul. 215. 
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5oo-cc. graduated flask. Treat the residue with repeated portions of 
Too cc. each of water, heating, shaking, and decanting as above till the 
filtrate, or water extract, at room temperature amounts to just 500 cc. 
exclusive of the fat floating on top, and use aliquot parts of this water 
extract for the various determinations. 

Water-soluble Nuitrogen.—Determine the nitrogen by the Gunning 
method in 50 cc. of the above water extract, corresponding to 2.5 grams 
of cheese. 

Nitrogen as Paranuclein.—Add 5 cc. of a 1% solution of hydrochloric 
acid to 100 cc. of the above water extract (corresponding to 5 grams of 
cheese), and keep the temperature at 50° to 55° till the separation is com- 
plete, as shown by a clear supernatant liquid. Filter, wash the precipi- 
tate with water, and determine the nitrogen therein by the Gunning 
method. 

Nitrogen as Coagulable Protein—Neutralize the filtrate from the 
preceding determination with dilute potassium hydroxide, and heat at 
the temperature of boiling water till the coagulum,* if any, settles com- 
pletely. Filter, wash the precipitate, and determine the nitrogen therein. 

Nitrogen as Caseoses.—Treat the filtrate from the preceding with 1 cc. 
of 50% sulphuric acid saturated with C. P. zinc sulphate, and warm to 
about 70° C. till the casesoses settle out completely. Cool, filter, wash 
with a saturated solution of zinc sulphate acidified with sulphuric acid, 
and determine the nitrogen in the precipitate. 

Nitrogen as Amino Acids and Peptones.—Place too cc. of the water 
extract in a 250-cc. graduated flask, add 1 gram of sodium chloride 
and a solution containing 12% of tannin, till the addition of a drop to 
the clear supernatant liquid does not further precipitate. Dilute to the 
a5o-cc. mark, shake, pour upon a dry filter, and determine the nitrogen 
in 50 cc. of the filtrate, which gives the amount of nitrogen in the amino-acid 
and ammonia compounds. Deduct from this the amount of nitrogen as 
ammonia separately determined, and the difference is the amino-nitrogen. 

Nitrogen as peptones is obtained by subtracting the sum of the amounts 
of nitrogen as paranuclein, coagulable proteins, caseoses, amino-bodies, 
and ammonia from the total nitrogen in the water extract. 

Nitrogen as Ammonia.—Distil 1co cc. of the filtrate from the above 
tannin-salt precipitation into standardized acid, and titrate in the usual 


manner, 


* According to Van Slyke a precipitate at this point is rare in cheese. 
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Nitrogen as Paracasein Lactate.—Treat the residue insoluble in water 
in obtaining the water extract, with several portions of a 5% solution 
of sodium chloride, to form a soo-cc. salt extract of the same, in an 
analogous manner to that employed in preparing the water extract. 
Determine the nitrogen in an aliquot part of this salt extract. 

Determination of Lactose.—Rub up ten grams of the sample with 
water at 4o to 50° C., and decant onto a filter. Repeat the operation 
until the filtrate measures 100 cc. Determine lactose in an aliquot by one 
of the methods described under milk. 

Except in the case of whey cheese, lactose is present only in minute 
amount if at all. Commonly lactose, lactic acid, and other minor consti- 
tuents are determined by difference subtracting the sum of the water, 
fat, total protein, and total ash from too. 

Determination of Ash.—Ignite at dull redness 5 grams of the cheese 
in a tared platinum or porcelain dish until a white ash is obtained, using 
preferably a muffle furnace, cool in a desiccator, and weigh. 

Determination of Sodium Chloride.—Treat the ash with water acidified 
with nitric acid, filter, wash, and precipitate the chlorine in the filtrate 
with silver nitrate solution. Filter on a Gooch crucible, heat cautiously 
to melting, and weigh. Calculate the equivalent sodium chloride. 

The chlorine may also be determined volumetrically, without filtering, 
by Volhard’s method. 

Acidity.—Jensen and Plattner Method.*—Rub up to grams of the 
sample in a mortar with water at 4o to 50° C., and decant onto a filter. 
Repeat the rubbing and decanting until the filtrate measures 100 cc. 
Titrate an aliquot with N/10 sodium hydroxide, using phenolphthalein as 
indicator; 1 cc.=0.009 gram lactic acid. 

Although the acidity is usually calculated as lactic acid, other acids or 
acid-reacting substances may be present. 

Detection of Foreign Fat.—The cheese fat, separated in the manner 
described below, is subjected to the various processes detailed under 
butter, in precisely the same way, the fat of cheese being identical with 
that of butter. The most ready means for judging its purity consists 
in determining the refraction with the butyro-refractometer, and the 
Reichert number. 

The distinction of cow’s milk from goat’s milk fat is best accomplished, 
according to Hals and Sunde } by the ratio of the Polenske to the Reichert- 


* Zeits. Unters. Nahr. Genussm., 12, 1906, p. 193. 
{ Tidskr. Kem. Farm. Ter., 5, 1908, p. 8. 
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Meiss] number which for goat’s milk is about 1:5 and for cow’s milk 
ZF .cOstOul ..Q. 

Separation of the Fat for Examination.—Place a quantity, say 25 
grams, of the finely divided sample in a large Erlenmeyer flask, add about 
Too cc. of petroleum ether, cork the flask and allow it to stand for several 
hours with frequent shaking. Decant the petroleum ether through a 
filter, evaporate off the solvent by the aid of heat, and the residue will 
be found to consist of nearly pure fat. 

Or, wrap a sufficient portion of the finely divided sample in a muslin 
cloth, place this in a dish, and heat on the water-bath. The fat which 
runs out is afterward filtered and dried at 100°. 

Sufficient cheese fat may usually be obtained for the refractometer 
reading from the neck of the test-bottle, after completing the Babcock 
test, and, usually (except in the case of skimmed-milk cheese), for the 
Reichert number. 

Detection of Skimmed-milk Cheese.—In a cream cheese the fat 
should greatly exceed the protein; in a whole-milk cheese the per cent 
of fat should at least equal that of the protein, and is generally in excess. 
If the fat is considerably less than the protein, the cheese has undoubtedly 
been made from skimmed milk. The analyses on page 199 illustrate 
_ these points. 


PROTEIN PREPARATIONS. 


Casein is the basis of a variety of preparations, some of which are 
intended for the use of invalids and people of weak digestion, and others, 
from their compactness, for travellers and campers. Among these foods 
are the following: 

Nutrose.—This is a caseinate of sodium formed by the action of the 
alkali upon dried casein. It is soluble in water. 

Eucasin is a caseinate of ammonium, a soluble powder somewhat 
similar to nutrose. : 

Plasmon.—This is a yellowish powder, prepared by treatment with 
sodium bicarbonate of the curd precipitated from skimmed milk. The 
compound is kneaded in an atmosphere of carbon dioxide, and reduced 


to a soluble powder. 
The following analysis of plasmon was ‘made by Woods and Merrill :* 


* Maine Agric. Exp. Sta., Bul. 178, p. ror. 
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Water. | Protein. Fat. Carbohydrates. Ash. Fuel Value. 


Hogg’s Protein Nerve Food is practically the same as sanatogen. 

Sanose.—This is a powder. It contains 80% of pure casein and 
20% of albumose obtained from the white of egg. ‘The powder possesses 
a slight taste and an odor suggestive of milk. By briskly stirring the powder 
with water, an emulsion may be made much resembling milk, but on 
standing it soon breaks up. 

Sanatogen is a grayish-white, tasteless powder, containing 95% of 
casein and 5% sodium glycero-phosphate. When treated with cold 
water it swells, forming on heating a milk-like emulsion. 

Vitafer and Cibrola are similar to sanatogen but contain more glycero- 
phosphate and less casein. 

Lactalbumin in dried and powdered form, like lactose, is obtained 
from whey. 


CHAPTER VIII. 
EES 00D S- 
MEAT. 


General Structure and Composition.—Meat is structurally made up of 
muscle fibers, held together by connective tissue, through which blood vessels, 
nerves, and usually fat cells are more or less abundantly distributed. Each 
muscle fiber has a sheath or covering known as sarcolemma inclosing 
the meat juices, which are solutions in water of proteins, non-protein 
nitrogenous extractives, and salts. 

The insoluble portion of the living muscle (connective tissue, sarco- 
lemma, etc.) is known as stroma, the soluble portion constituting about 
60% by weight as obtained by high pressure, as plasma. After rigor 
mortis sets in certain soluble constituents coagulate and the liquid obtained 
by pressure is a serwm analogous to the serum separated from blood clot. 

Nitrogen compounds constitute by far the most abundant and im- 
portant portion of the substance of lean meat. Carbohydrates are almost 
entirely lacking, the small amount of glycogen and muscle sugar together 
constituting rarely more than 1 per cent. 

The Nitrogenous Substances consist of proteins and so-called extrac- 
tives. The stroma proteins include the elastin and collagen of connective 
tissue and the proteins of the sarcolemma which are imperfectly under- 
stood. Formerly myosin, a globulin-like substance, was considered the 
chief protein of the plasma but now it is believed that myogen, an albumin, 
is a more abundant constituent. Peptones and proteoses are formed in 
meat after death by enzymic action. The extractives of chief interest to 
the analyst are creatine, creatinine, carnosine, carnitine, methyl guanidine, 
and the purine bases xanthine, hypoxanthine, guanine, and adenine. 

The Fats are considered in Chapters III and XII. 

Carbohydrates. — 

Glycogen (CgH i905), sometimes called animal starch, is a white, amor- 
phous, tasteless, and colorless substance, when pure, much resembling 
starch. It is soluble in water, forming an opalescent solution, and is 
insoluble in ether and nearly so in cold alcohol. With iodine a port-wine 
color is produced, which disappears on heating and reappears on cooling. 
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Glycogen is strongly dextro-rotatory and converted into dextrose by boiling 
with dilute mineral acid. It occurs in small amount in all fresh muscle, 
particularly that of the horse, and in larger amount in liver, but disappears 
to a large extent on aging. 

Muscle Sugar is either entirely absent in the living muscle, or exists 
in traces only. After death it is formed presumably from the glycogen, 
and exists in a very minute quantity, probably as dextrose. 

Inosite (CeHi206+H20) is found in traces in the muscular substance 
and animal organs. It is a protoplasmic substance related to the carbo- 
hydrates. 

The Acids developed in meat consist chiefly of lactic. Succinic, 
inosinic, and uric acids are among the other acids present in small amount. 

The Ash of meat consists, like that of plants, of phosphates, sulphates, 
and chlorides of potassium, sodium, calcium, magnesium, and iron together 
with traces of other inorganic constituents. In the meat itself some of the 
inorganic elements exist in organic combination. 

The approximate proportions in which the chief constituents are present 
in meat is thus shown by Konig: 


shjaite ane As a (Sie atleewicebere: stieher aNavialial ol enabara partes iw forage sjaee a eheltagouronetene tevebetatner amare rere 75 OnetO 77.10 
Sarcolemma (muscle fiber)........ 13.0) | to 18,0 
Connectivestissue see eee oe 2520 LOS HO 
Albumin (coagulable protein)..... 0.6 to 4.0 
Creatine ee eee cee ee eee 0.07 to 0.34 
Iyefeceized compounds: aaeeaet Hypoxanthine’ Ree or me 22 0.01 to 0.03 
Creatinine s.... cose 
Kanthineen, ce cece ereee - 
Inosiniciacid wpverteteee er Ce 
¢ Uricidcid ayac.cene seen reer 
Urea. onic ct ads Jicisuiteematseeaentes 0.01 to 0.03 
Fat aereae isos operate atere'e 41s: Seloreiais starrer eon ime covery a ert che senna nee OOF LONE 
Lacticiacid’. aan, jae mcciee ene 0.05 to 0.07 
Butyricacidaeaermea ae eee 
Other nitrogen-free compounds..... A oe acid... 6s... sees eee Undetermined 
Pormic/acidii x. qeercoeieete te 
Inosite ia notre e eet ee 
Glycogen aire een ee Che WOnG 
SENET 8 SOP Reiner ach scarce en meee von abe sede uneonans oben 0.8 tor.8 
Composed of:  Potash....... ay oisae etato aietole ietara te 0.40 too.50 
Soda siistevy Masters seen eee 0.02 too0.08 
Limes 24.4055 hee ee 0.01 to0.07 
Mapnesiayantacaer ener ee 0.02 to 0.05 
Oxide ol ironsacceerye eect eee 0.003 to 0.01 
Phosphoticiacid se aeons 0.40 too.50 
Sulphuriciacid sania see anes 0.003 t0 0.04 
Chlorine....... Siroctlae ste aes 0.01 to 0.07 
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Proximate Composition of the Commoner Meats.—The chief char- 
acteristics of the flesh of various animals are in the main very similar, 
whatever the nature of the animal. So true is this, indeed, that it is 
usually impossible from a chemical analysis to distinguish a particular kind 
of flesh when mixed with that of other animals in finely divided meat 
preparations, such as sausages, potted and deviled meats, and the like. 

The average composition of the commoner cuts of beef, veal, mutton, 
lamb, and pork, as well as of fowl and game, is shown in the following 
tables, compiled from the work of Atwater and Bryant *, the accompanying 
diagrams serving to locate, in the case of ordinary meats, the portion of 
the animal from which the meat is taken. 

Constants of Fat.—These as found by Bigelow are given in the table 
on page 212. ; 

Characteristics of Sound Meat.—The reaction of meat should be acid. 
If neutral or alkaline, decomposition is indicated, except that alkalinity 
may be due to the use of alkaline salts as preservatives. 

Letheby + gives the following characteristics of sound, fresh meat. In 
color it.is neither pale pink nor deep purple, the former indicating that 
the animal was affected with some disease, and the latter that it died a 
natural death, and was not slaughtered. In appearance it is marbled, 
due to the presence of small veins of fat distributed among the muscles. 
In consistency it is firm and elastic to the touch, and should hardly moisten 
the finger; a wet, sodden, or flabby consistency with a jelly-like fat is 
indicative of bad meat. As to odor, it is practically free; whatever odor 
there is should not be disagreeable; a sickly or cadaverous smell is indica- 
tive of diseased meat. After standing for a day or so, it should not become 
wet, but on the contrary should grow drier. When dried at 100° C. it 
should not lose more than 7o to 74 per cent in weight; unsound meat 
frequently loses 80% or more. It should shrink very little in cooling. 

Inspection of Meat.—While carefully drawn laws exist almost every- 
where relating to the sale of meat, and government inspectors are ap- 
pointed to carry out the requirements of the laws, yet in this country there 
is undoubtedly some meat unfit for food on the market, owing to the 
small number of inspectors, and the consequent comparative safety with 
which unscrupulous dealers may sell meats forbidden by law and escape 
detection. The inspection of meats and fish under municipal ordinances 
is not always carried out as thoroughly as might be desired. 


* U.S. Dept. of Agric., Off. of Exp. Stations, Bul. 28 (Revised Ed.). 
+ Lectures on Food, p. 210. 
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Fic. 56.—Diagram Showing Cuts of Beef. 
COMPOSITION OF BEEF. 


Lean— edible portion. . 
as purchased. .. 
Medium—edible portion. . 
as purchased... 
Fat— edible portion. - 
as purchased... 
Lean— __ edible portion. - 
as purchased. - - 
Medium—edible portion. - 
as purchased... 
Fat— edible portion. . 
as purchased... 
Lean— __ edible portion. . 


as purchased. -. 
Medium—edible portion. - 
as purchased... 
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Fic. 57.—Diagram Showing Cuts of Veal. 


COMPOSITION OF VEAL. 


Cut. 


Chuck: Lean— __ edible portion... 
as purchased... 

Medium—edible portion. . 

as purchased. . . 

Ribs: | Medium—edible portion. - 
as purchased... 

Fat— edible portion. . 

as purchased... 

Loin: Lean— _ edible portion. . 
as purchased... 

Medium—edible portion. . 

as purchased... 

Fat— edible portion. . 


as purchased... 

Leg: Lean— _ edible portion. . 
as purchased... 

Medium—edible portion. . 

as purchased... 
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Fic. 58.—Diagram Showing Cuts of Mutton. 


COMPOSITION OF MUTTON AND LAMB. 


MutTTon. 
Lean— _ edible portion... 
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Medium—edible portion. . 
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Fat— edible portion. . 
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Lean— __ edible portion... 
as purchased... 
Medium—edible portion. . 
as purchased... 
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Fic. 59.—Diagram Showing Cuts of Pork. 


COMPOSITION OF PORK, POULTRY, AND GAME. 
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Unwholesomeness of Meat may be due to a diseased condition of the 
animal while alive, or to poisonous or injurious toxins developed by 
the action of bacteria after death. In the first case: the diseased conditions 
may be due to temporary causes only, or to the presence of animal parasites, 
such as trichine in pork, or as the result of pathogenic bacteria, causing 
such serious diseases as tuberculosis, anthrax, glanders, etc. It thus 
requires much skill and judgment on the part of the meat-inspector 
(who should be a trained veterinarian) to correctly pass upon the suit- 
ability for food of the various meats as they appear on the market. Various 
works * on meat inspection give in detail useful data regarding ante- and 
post-mortem examination but anatomical, pathological, and microscop- 
ical details are rarely germane to the work of the public food analyst, 
and will not be treated of in this manual. 

It is also beyond the scope of the present work to treat of the harmful 
toxins developed by bacterial action in meat and fish, causing what is 
known as ptomaine poisoning. The work of detecting and isolating 
such poisons comes within the province of the bacteriologist and biolo- 
gist, rather than that of the chemist, involving many experiments upon 
guinea-pigs, rabbits, or other animals not usually found in the chemist’s 
laboratory. It has furthermore been demonstrated by Vaughn and 
Novy t+ that even when these toxins are present in foods in sufficient 
quantity to produce serious results, very considerable amounts of the 
food must be taken in order to isolate them by chemical means, more, 
in fact, than is usually available for analysis. 

U. S. Standards.{— Standard Meat is any sound, dressed, and properly 
prepared edible part of animals in good health at the time of slaughter. 
The term “animals” as herein used includes not only mammals, but 
fish, fowl, crustaceans, mollusks, and all other animals used as food. 

Standard Fresh Meat is meat from animals recently slaughtered, or 
preserved only by refrigeration. 

Standard Salted, Pickled, and Smoked Meats are unmixed meats pre- 
served by salt, sugar, vinegar, spices, or smoke, singly or in combination, 
whether in bulk or in packages. 


* Andrews, Flesh Foods; Edelmann (trans. by Mohler and Eichhorn), Textbook of 
Meat Hygiene; Ostertag (trans. by Wilcox), Handbook of Meat Inspection; Robertson, 
Meat and Food Inspection; Vacher, The Food Inspector’s Handbook; Walley, A Practical 
Guide to Meat Inspection. 

¢ Cellular Toxins. 

t U.S. Dept. of Agric., Off. of Sec., Circ. No. 19. 
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Stardard Manufactured Meats are meats not included in the above 
divisions, whether simple or mixed, whole or comminuted, with or without 
the addition of salt, sugar, vinegar, spices, smoke, oils, or rendered fat, 
if they bear names descriptive of their composition, and when bearing such 
descriptive names, if force or flavoring meats are used, the kind and 
quantity thereof are made known. 

Preservation of Meat.—Raw meat soon begins to decompose, unless 
precautions are taken to destroy, or at least check the growth of putrefying 
bacteria. From earlier times the subjection of meat to extreme cold 
has been practiced in order to enhance its keeping qualities. Bacterial 
erowth is inhibited to a greater or less extent by refrigeration, by sub- 
jecting the meat to the various processes of curing, by the use of high 
temperatures and the exclusion of air as in canning, and by the employ- 
ment of antiseptics. 

Cold Storage may consist (1) in actually freezing the meat, in which 
condition it may be kept without decomposition almost indefinitely, until 
finally thawed for use, or (2) in keeping the meat at or near the temperature 
of freezing without actually congealing it, as is done by the use of the 
ordinary refrigerator. The second method, while much less efficacious 
than the first, serves to prevent decomposition for a considerable time. 

Effects of Cold Storage on the Composition of Meat.—Richardson and 
Scherubel * made comparative analyses of beef stored at 2 to 4° C. fora 
week or less and of that held at —11 to —13° C. for various lengths of time 
ranging from a month to over a year and a half. The results of chemical 
analysis, as well as histological and bacterial examination, are practically 
the same in both cases. When stored for some months at 2 to 4° C. with 
or without previous freezing, they found more or less marked increases in 
ammonia, coagulable proteins, albumoses, and meat bases. 

Wright’s investigation ¢ with lamb, mutton, and other meats showed no 
bacterial change during storage at freezing temperatures and only slight 
chemical changes. 

Pennington,{ in experiments with cold-storage chickens (the history 
of which up to the beginning of storage is unknown), found during storage 
for 14 months or longer a marked increase in certain nitrogenous constitu- 
ents, notably those soluble in cold water and those coagulable, also marked 
changes in the fat, especially the lowering of the iodine number and the 


*Jour. Ind. Eng. Chem., 1, 1909, p. 95. 
} Jour. Soc. Chem. Ind., 31, 1912, p. 965. 
¢U. S. Dept. of Agric., Bur. of Chem., Bul. 115, 1908. 
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liberation of large amounts of free fatty acids. Histological and bacterial 
changes were also noted. 

Richardson,* on the other hand, observed with chickens frozen 3 to 
25 months, some variations in composition but no progressive changes of 
any kind. He states “‘ More decomposition developed at room temperature 
(26°) during 24 to 48 hours than when stored below — 5° for 9 years.” 

Pennington, Hepburn, St. John, and Witmer,t in experiments with 
poultry held at 23.9° C. for 4 days and at 7.2 to 12.8° for 7 days, in a house- 
hold refrigerator and at 0° for 3 weeks, obtained in all cases an increase of 
amino acids and basic nitrogen and a decrease of proteins, also an increase 
in the acid value of the fat as well as changes in histological structure. 

Curing consists in subjecting the meat to various processes of drying, 
smoking, pickling, corning, etc., or to a combination of these processes. 

Drying.—In simple drying, the meat is subjected to the heat of the sun 
or to artificial heat. Commonly, drying is combined with some other 
method of preservation such as smoking in the case of beef or salting and 
spicing as in the case of certain kinds of sausage. Powders made of desic- 
cated meat are as yet of small importance. 

Smoking.—As commonly practiced with beef, bacon, and ham, the 
meat, which may or may not be first salted or otherwise treated, is exposed 
to the smoke of the burning beech or hickory wood, thus becoming impreg- 
nated with the antiseptic properties of the creosote and pyroligneous acid, 
at the same time being dried by the heat. Treatment with crude pyrolig- 
neous acid, instead of smoking, is also commonly practiced. In some cases 
best results are obtained by a slow smoking at a comparatively low tempera- 
ture, while in others quick, hot smoking is found most efficacious. The 
character of the meat is decidedly changed by smoking, and, according to 
Utescher, smoked meat is always alkaline in reaction. 

Pickling —The meat may be treated with dry salt and subjected to pres- 
sure, so that the meat juice forms the liquid for the brine, in which it is 
allowed to remain for some time; or, as in the ordinary process of corning, 
the beef is soaked for some days in a strong solution of salt to which a 
little saltpeter (KNOs3) has been added. In the process of pickling, the 
salts from the brine slowly diffuse into the interior of the meat by osmosis, 
a part of the soluble albumin passing out into the brine. The effect of the 
saltpeter is to preserve the natural red color of the meat, which by the action 
of salt alone becomes destroyed, or at least impaired. 


* Allen’s Coml. Org. Analysis, 4th Ed., 8, p. 426. 
+ Jour. Biol. Chem., 29, 1917, XXX1. 
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Bacon and ham are frequently cured by pickling in brine containing 
salt, saltpetre, and cane sugar, and sometimes also such antiseptics as 
boric acid and calcium bisulphite. 

The curing of bacon is sometimes effected by injecting the pickling 
fluid into the tissues with a “‘ pickle-pump,” capable of exerting a pressure 
of 4o Ibs. to the square inch, and provided with a hollow, perforated 
needle-nozzle, which penetrates the flesh. After pickling, the bacon or 
ham may be simply dried, or, if desired, smoked. Oak sawdust is fre- 
quently burned for the smoking of ham. 

The Use of Antiseptics in Meat.—Most of what might be termed 
the modern preservatives are to be looked for in one or another of the 
various meat preparations, though some are better adapted than others 
for use in particular cases, as will be seen by reference to the composition 
of typical commercial preservative mixtures given on page 878. 

Borax and boric acid, usually in mixture, have been used more com- 
monly than any other preservatives for the preservation of meat. Like 
salt, they are used commonly in surface application, in the case of large 
cuts of meat, or by mixing, in the case of sausage meat. A more recent 
method of application consists in impregnating the tissue of the meat 
with a solution of the boric mixture, by means of the above-described 
pickle-pump. ‘The use of boric acid and its compounds, however, is not 
permitted under the regulations of the Federal meat inspection law of 
the United States. 

Sulphurous Acid.—As much as 1% of a solution of sulphurous acid may 
be added to meat without being apparent to the taste or smell. Mitchell 
quotes Fischer as having found that 50% of the preserved meat products 
(sausages, etc.) sold in Breslau in 1895 contained sulphites, varying in 
amount from o.o1 to 0.34 per cent of sulphur dioxide. Calcium bisulphite 
is a salt commonly employed. In Hamburg steak it serves partly as a 
preservative, but chiefly as a deodorizer and a restorer of the bright red 
color of fresh meat. 

Sodium Benzoate is not of such common occurrence in meat products 
as the other antiseptics mentioned. 

Salicylic Acid is now seldom used. 

Among other preservative substances sometimes used with meat are 
solutions containing phosphoric acid and aluminum salts. 

The toxic effects of these and other antiseptic chemicals in meats, and 
the most practical means of controlling their use are questions in con- 
troversy, presenting no new phases that have not been elsewhere dis- 


— 
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cussed in treating of the general question of preservatives in food. 
Methods of detecting preservatives in meats are given elsewhere. 

Drawn vs. Undrawn Poultry.—Much has been written on this subject 
but the consensus of opinion at the present time is in favor of undrawn 
poultry. Boos* found that undrawn birds taken from cold storage 
and exposed to 68° F. showed better keeping qualities than the drawn, 
although freshly killed birds, drawn by a special method not commercially _ 
practiced, exposed directly to 68° F., showed perfect keeping qualities. 
Pennington { concludes that (1) undrawn poultry decomposes more 
slowly than does poultry which has been either wholly or practically evisce- 
rated, (2) ‘full drawn” poultry, that is, completely eviscerated, with 
heads and feet removed, decomposes the most rapidly, and (3) ‘“ Boston 
drawn ” and “ wire drawn,” the latter being usually the better, are inter- 
mediate. 

Spoilage of Meat.— Bacteriological examination and tests for ptomaines, 
although falling outside the scope of this work, must be carried on in con- 
junction with chemical examination in tracing the process of decomposition. 
Naturally all scientific work is superfluous when the ordinary senses show 
the product to be offensive. Of the chemical methods which have been 
proposed, those for the determination of ammonia in the flesh and free 
acids in the fat are most valuable. 

Bob Veal, that is the flesh of calves butchered soon after birth, has 
long been regarded as unwholesome and its sale has been prohibited by 
Federal and State laws. Reliable methods of deduction are lacking, fur- 
thermore there is evidence by Fish and others that the meat is not, as 
claimed, laxative or otherwise injurious to health. Fetal and still-born 
calves are obviously unfit for food. 

The Effect of Cooking on Meat is a subject of great importance in 
dietetics. Extensive investigations have been carried out by Grindley { 
and associates showing the losses by different methods of cooking and the 
changes in proteins and other substances brought about. The digestibility 
of the meat was practically the same regardless of kind, method of cooking 
and fatness, the meat in all cases being practically all assimilated. 

The general result of cooking is to render the meat less tough, to develop 
an agreeable flavor, and to coagulate more or less of the proteins. When 


* Mass. State Bd. Health Rep. 1907. 
+ U. S. Dept. of Agric., Bur. of Chem., Circ. 70,,1911. 
t U. S. Dept. of Agric., Off. of Exp. Sta., Buls. 102, 141, 162, 193; Bur. of Chem., Bul. 


81, 1904, Pp. 113. 
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subjected to moist heat, such as boiling and steaming, some of the soluble 
materials are dissolved, so that when the liquor in which the meat is boiled 
is thrown away, some of the valuable substances are lost. This is especially 
true when meat is placed in cold water which is afterwards brought to boil- 
ing, a method to be recommended when the liquor with the dissolved ex- 
tractives is to be used for broth. When the meat to be boiled is placed 
at once in boiling water, there is less loss of soluble matter by reason of the 
formation of a more or less impenetrable coating on the outside, by the 
coagulation of the proteins. Meat that is boiled becomes softer, owing 
to a partial dissolving of the gelatin formed. In the dry cooking of meat, 
as by broiling or roasting, there is usually a hardening of the tissues, and a 
driving out of some of the meat juices, which are, however, often recovered 
in the form of gravies. 


CANNED MEAT. 


The most effective method of preserving meat and meat preparations 
of all kinds for long periods of time consists in sterilizing by heat, and seal- 
ing in air-tight cans. The process of canning cooked meat and its products 
does not differ materially from that employed in the similar preparation 
of vegetables. (See Chapter XXI.) Previous to canning, the meats 
are usually cooked by boiling, during which process the changes described 
in the preceding paragraph take place. 

Adulteration.—The practice of misbranding chopped meat with respect 
to variety has been very prevalent in the past, and many varieties of so- 
called potted and devilled meats and game have frequently consisted wholly 
or in large part of a cheaper variety than that specified on the label. This 
_ practice has been largely corrected in this country, owing to the enforce- 
ment of the regulations of the Federal meat inspection law. Unfortunately 
the biological tests for foreign meats are not applicable to the cooked products. 

Out of 76 samples examined by McGill,* 8 contained over 2 per cent 
of starch, 5 between 1 and 2 per cent, 17 less than 1 per cent, while 46 were 
free from starch. 

Preservatives were at one time added to canned meats especially in 
the case of dried and smoked beef, ham, and bacon, and in potted and 
devilled mixtures, but this practice has been discontinued. 

Composition of Canned Meat.—The following table, compiled from 
results published by Bigelow and others, + shows the composition of 


Se eS eee 
* Lab. Inl. Rev. Dept., Canada., Bul. 164. 
} U.S. Dept. of Agric., Bur. of Chem., Bul. 13, part. ro. 
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various common canned and preserved meats and meat products, and in one 
or two instances fresh meat has been included for comparison. 

In obtaining the results from which the table on page 219 was compiled, 
but three divisions of nitrogenous substances were made, viz., (1) those 
insoluble in hot water; (2) those precipitated from the water extract by 
bromine; and (3) the flesh bases. Owing to the incompleteness of the 

romine precipitate, the figures given there for nitrogen precipitated by 
bromine are somewhat high, and those for nitrogen as meat bases are 
correspondingly low. ‘This fact was observed during the progress of the 
work, and pointed out in the text with the statement that “considering the 
small amount of these bodies contained in meat, the results are believed 
to be approximately correct.” 


SAUSAGE. 


Nature and Composition.—Sausages are made from finely chopped 
meat, highly seasoned with various spices, and, as usually sold, stuffed 
into casings made of the cleaned and prepared intestine-skin of cattle, 
sheep, hogs, or even horses. The meat most commonly used is pork. 
Sausages are frequently home-made, especially in farm communities, 
the chopped and seasoned meat being stuffed in cloth bags instead of 
casings. Any and all kinds of meat are used in sausages, and much that 
is undesirable and even unwholesome is undoubtedly most readily used up 
in this product. There is little doubt that horse meat occasionally gets 
into the hands of the marketmen to be worked up in the form of sausages 
mixed with other meat. The condition in respect to these matters has 
been greatly improved, however, by the increased vigilance of State and 
Federal authorities. Sausages are sometimes artificially colored, and in 
some cases contain so-called “ fillers”’ in the nature of dried bread, corn 
meal, potato starch, crackers, waste biscuit, boiled rice, etc. 


CHEMICAL COMPOSITION OF SAUSAGES.* 


Protein. io 

of a Ws 
Kind. pes ta ee Water. By Fat. pao Ash. Valve, 

See NX6.25] Differ- drates. Cals. 
ence. 

Farmer: edible portion... Timp lleisecs werk |! Pie) |! OL |) AS) lascoae Hes || Debse) 
as purchased... AE | eG) || CREP | ASG) || HOE || vIn lingaccc 7.3 | 2225 
Pork: ais purchase decry | mL bem eereree 30. S5/e135On| Ta .7mleAqes Wea Pad | PERS 
Bologna: edible portion...| 8 |....- 60.0 | 18.7)| 18-4 | 37.6} 0.3 | 4.7 | 1O95 
as purchasediasa|e4uuless3qlmS S26 et Geom nLOsOn mom ae 3-8 | 1170 
Frankfort: as purchased. - - ot Pl eee 57-2 | 19-6) 1927 | 18.6) 2.2 | 3.4.) 1190 


*® U.S. Dept. of Agric., Off. of Exp. Stations, Bul. 28 (Revised Ed.). 
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Adulteration of Sausages with Starchy Materials and Water.— 
Robison, who has made a special study of these forms of adulteration at 
the Michigan Dairy and Food Department, states as follows:* ‘Lean 
meat carefully chopped has an enormous combining power and can be 
made to take up a great quantity of water. Frankfurts, bologna, and 
pork sausage have been found to be adulterated with from 0.5 to 5% of 
starch, indicating an addition of approximately 1 to 10% of so-called 
cereal (chiefly corn flour), and from 5 to 40% of water in addition to 
that contained in the meats when in their fresh condition. The main 
excuse for the use of water is that it renders the meat of such a consistency 
that it may be easily stuffed into thin cases, such as are usually used for 
sausages that are eaten without removing the casing. As a matter of 
fact, this addition is not necessary where fresh meats are used, nor with 
those cuts of meat which the American public is in the habit of using in 
the manufacture of sausages in the home. Without doubt, in sausages 
composed of ox hearts, ears, snouts, lips, etc., in considerable quantities, 
the addition of water may facilitate the stuffing into thin casings. 

“Starch hastens and increases the absorbing or combining power of 
lean meat. In many instances where inferior products, such as ears, etc., 
are used, virtually it is the only absorbing agent present in the product. 
It then serves a two-fold purpose, first, giving an absorbing power to meat 
which it has not, or inflating the absorbing power of a meat which natur- 
ally is deficient in this respect, and second, acting as a skeleton or frame- 
work, thereby disguising shrinkage during the process of cooking. Gen- 
erally, added water and cereal are evidences of inferiority, and they are 
by no means infrequently added with the very purpose of concealing 
such inferiority. 

“The evidence of adulteration with water is the discrepancy in the 
ratio of the water to the protein in the sausage. This ratio in sausage 
made from the fresh carcass varies from 3:1 to 3.6:1, being on an 
average about 3.35 : 1.” 

Baumann and Grossfeld ¢ have also adopted the ratio of water to pro- 
tein but express the latter in the form of nitrogen. Their average ratio is 
18.3 : 1 while Robison’s calculated to the same basis is 20.9: 1. The 
data used in calculating their ratio are (1) 3.43 : 1, the ratio of water to 
organic fat-free solids as obtained in 640 samples of beef, mutton, pork, 


* Personal communication. 
+ Zeits. Unters. Nahr. Genussm., 32, 1916, p. 489. 
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and horse sausage, and (2) 5.34, the per cent of nitrogen in the fat-free solids. 
They calculate the per cent of added water (W’) from the per cent of total’ 
water (W) and nitrogen (NV) by the following formula: 


W’'=W —-(N xX18.3). 


Other authors have advocated the ratio of water to organic fat-free solids 
as the criterion. Aachen * considers 4:1 a liberal maximum, 3:1 being the 
average, and calculates added water by the formula: 


W’=W —4S, 


in which W’=per cent of added water, W=total water, and S=organic 
fat-free solids. Feder t also believes 4:1 a fair maximum ratio while 
Seel { finds it too liberal and advocates 3.5 : 1. Allof the foreign standards 
and formulas are not strictly applicable to American sausage; the condi- 
tions of manufacture and character of the products are quite different in 
different countries. Obviously, cooking and drying influence materially 
the water content. Sausage made from liver and meats other than muscle, 
blood, etc., belong in special classes. 

Casein is said to be used in Europe as an ingredient of sausage. Al- 
though it performs a mechanical rdéle, it belongs in a different class from 
starch because of the similarity of its nutritive properties to those of lean 
meat. 

Artificial Coloring Matter in Sausages.—Owing to the rapid color 
changes which freshly chopped meat, especially beef and mutton, natu- 
rally undergo, it is a common practice to employ powdered saltpeter 
(p. 215). Treated in this manner, meat remains pink, owing to the action 
on the hemoglobin of the oxides of nitrogen resulting from the nitrate. 
As much as 4 ounces of niter to 100 lbs. of meat is sometimes used. A 
larger quantity would result in a shriveled appearance. Sulphites act 
not merely to prevent decomposition, but also to retain the red color. The 
use of artificial colors has been common in the past, in order to permanently 
dye the flesh a bright red, similar to the tint which the oxy-hemoglobin 
naturally imparts to the beef when fresh. A variety of colors have been 
employed for this purpose, such as red ocher, coal-tar dyes, cochineal, 
etc. ‘They were sometimes used in admixture with preservatives. Their 
use has been limited to certain colors in this country, owing to the enforce- 


* Zeits. Unters. Nahr. Genussm., 25, 1913, P. 577: 
} Chem. Ztg., 38, 1914, p. 700. 
f Ibid., 39, 1915, p. 409. 
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ment of the regulations under ‘he Federal meat inspection laws. Spanish 
red pepper or pimiento is employed more for coloring than for flavoring. 


ANALYSIS OF MEAT. 

In analyzing meats and meat products due regard must be paid to 
their perishable nature, and, for this reason, immediately after their 
receipt by the analyst the various determinations should be’ promptly 
begun and rapidly carried out. If delays are absolutely necessary, the 
samples, as well as some of the solutions, especially during the earlier 
course of the analysis, should be kept on ice to prevent decomposition. 
Even at low temperatures, however, both bacterial and enzymic decom- 
position occur, and the nature of the proteins is slowly changed. Refuse 
material, such as bones, skin, gristle, tendons, etc., are separated as 
completely as possible by means of a knife from the edible portion and 
weighed. ‘The visible fat is further separated from the lean, both are 
weighed, and the latter, cut first into small pieces, is passed repeatedly 
through a sausage-machine or ordinary household meat-chopper, in order 
to reduce to a homogeneous, finely divided mass. 

Determination of Water.—Weigh out 2 to 5 grams of the finely 
divided material into a tared platinum or porcelain dish, and dry to 
minimum weight in a boiling-water oven. A slight oxidation of the fat 
may introduce a trifling error, but, excepting for the most exact work, 
where the drying should be accomplished in an atmosphere of hydrogen, 
or at ordinary temperature over sulphuric acid in vacuo, the above method 
is sufficiently close. 

Trowbridge Vacuum Desiccator Method.*—Fill a paper extraction 
cartridge, or a glass tube with filter paper bottom, two-thirds full with sand, 
add fat-free cotton, dry at 103° C., keep in a vacuum for a few hours, and 
weigh in a weighing bottle. Remove the sand to a porcelain dish, add 
5 to 10 grams of the sample, mix thoroughly, transfer to the cartridge, wiping 
the dish carefully with the cotton. Place in a vacuum desiccator over sul- 
phuric acid, exhaust to 1 mm. or less, close stop cock, and allow to stand 
24 to 48 hours, rotating gently every 3 or 4 hours to mix: in the watery 
surface-layer of the acid. Transfer to a desiccator containing fresh acid 
and proceed as before, weighing after 24 to 48 hours, which time is usually 
sufficient for constart weight. 

Robison Method for Sausage-—Dry 100 to 500 grams on a porcelain 
plate at 70 to go° C. over a radiator for ro to 15 hours and grind, then carry 


* U.S. Dept. of Agric., Bur. of Chem., Bul. 122, 1909, p. 219. 
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out the final drying on a 2 to 5-gram portion at the temperature of boiling 
water employing in exact work a stream of hydrogen. If the sample is 
rich in fat, carry out the drying on a sieve over a vessel to collect the fat 
which is separately weighed and dried for water determination. 

Determination of Fat.—Extraction Method.—Extract 2 grams of the 
sample dried at 100° with anhydrous ether for sixteen hours as in the case 
of cereal products (p. 286). More complete extraction is obtained by 
grinding the residue in a mortar and repeating the process and still more 
complete by digestion with pepsin and intermittent treatment with the fat 
solvent, but this latter is both tedious and open to other errors. 

Baur and Barschall* proceed as follows: Heat 1 to 1.5 grams of the 
well-ground material in a 250-cc. Erlenmeyer flask under a reflux condenser 
on a water bath with 5 cc. of concentrated sulphuric acid and 5 cc. of water 
until the solution is complete, and then for 10 minutes additional. Dilute 
with 4o cc. of water, cool, add from a pipette 50 cc. of ether, shake vigorously 
for 2 minutes, then add 50 cc. of petroleum ether (b. pt. 50 to 55°), and shake 
vigorously for 1 minute. Allow to settle for 15 to 20 minutes at 18°, pipette 
off 49.5 cc. of the ethereal solution, which experiments have shown is half 
of the total amount, filter through a cotton plug into a tared flask, wash 
with three portions of 2 cc. each of a mixture of ether and petroleum ether, 
add a minute amount of finely powdered pumice stone (insufficient to 
appreciably affect the weight), and distil off the solvent. Dry in a water 
oven, cool, and weigh as usual. 

Kita Centrifugal Method.t—Place 2.5 grams of the well-ground meat 
in a Gerber milk test-bottle (open at one end) with 8 cc. of 1:1 sulphuric 
acid, or 5 grams in a Gerber cheese test-bottle (open at both ends) with 
17 cc. of acid and heat in a water-bath at 60 to 70° with occasional agitation 
for 5 to 10 minutes or till the solution is complete. Add 1 cc. of amyl 
alcohol and sufficient 1:1 sulphuric acid to bring the layer of fat within 
the neck. Whirl in a centrifuge for 3 to 5 minutes, warm on a water-bath, 
and read the amount of fat on the scale. In some cases the centrifuging 
must be repeated. 

Examination of Fat.—Shake a large portion of the original finely 
divided sample in a corked flask with petroleum ether boiling below 60° C., 
and digest for some hours. Pour off the solvent, remove most of the 
petroleum ether by distillation, and the last traces by allowing to stand 


* Arb. Kaisl. Gsndhtsamt., 30, 1909, p. 50; 33, 1910, p. 563. 
ft Arch. Hyg., 51, 1904, p. 165. 
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in a vacuum desiccator over freshly ignited calcium chloride. Determine 
the usual constants as described in Chapter XIII. In minced prepara- 
tions these constants furnish a possible clue to the variety of meat used. 

Determination of Acidity of Fat.—Pennington and Hepburn Method.* 
Weigh 10 grams of the fat, mechanically separated and ground in a meat 
chopper, directly into a 250 cc. Erlenmeyer flask, add 50 cc. of neutral 
alcohol, and phenolphthalein as indicator, and bring to a brisk boil. 
The hot alcohol dissolves the fat. Titrate immediately with tenth normal 
sodium hydroxide, shaking vigorously, until a pink color appears, which 
persists for one-quarter of a minute. Calculate the acid value from the 
amount of sodium hydroxide used, or the free oleic acid by multiplying 
the acid value by 0.503. 

Determination of Total Nitrogen.—Proceed according to the Gunning 
or Kjeldahl method (Chapter IV) employing 2 to 5 grams of the material. 

If the meat contains nitrates, as is true of corned beef and some other 
salted products cured with the addition of saltpeter, follow the method modi- 
fied to include nitric nitrogen. Richardson does not obtain concordant 
results by the modified method, when a large amount of sodium chloride 
is present, and recommends preliminary boiling with ro cc. of saturated 
ferrous chloride solution and 5 cc. of concentrated hydrochlorie acid to 
remove nitric nitrogen after which the ordinary Kjeldahl or Gunning 
method may be employed. 

Calculate protein using the factor 6.25. Although nitrogenous sub- 
stances other than proteins are present and the factors for the individual 
proteins vary, this factor gives a fairly close approximation to the total 
nitrogenous substance present. 

Determination of Ammoniacal Nitrogen.— Distillation Methods.—Ordi- 
narily the ammonia, liberated by magnesia (freshly calcined magnesium 
oxide), is distilled into standard acid and the excess titrated back with 
standard alkali. This procedure gives results somewhat higher than the 
truth owing to the decomposition of other nitrogenous compounds. 

Richardson and Scherubel + proceed as follows: Method I, Distil too 
grams of the material, 10 grams of magnesia, and 450 cc. of water until 
200 cc. of the distillate have been collected; Method II, Extract 100 grams 
of the material three times with 150 cc. of 60% (by vol.) alcohol and distil 
the combined extracts as in Method I. In both methods employ phenol- 
Ee er 


* Jour. Amer. Chem. Soc., 32, 1910, p. 568. 
+ Ibid., 30, 1908, p. 1527- 
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phthalein as indicator. If in method I the water driven off is replaced and 
the distillation is repeated, additional ammonia is obtained. After ten 
distillations in this manner the originators of the method obtained a total 
of 0.088% of ammoniacal nitrogen in a sample of fresh meat and 0.095% 
in one of frozen meat, whereas after the first distillation they obtained only 
0.030 and 0.033% respectively. Method II gave results about one-third. 
as high as by Method I and after the first distillation the increase was 
insignificant. Either method is suitable for comparative purposes as the 
increase during spoilage is relatively great. 

Folin Aeration Method modified by Pennington and Greenlee.*—The 
ammonia, set free by sodium carbonate, is evolved at room temperature 
in a rapid current of air. The ingoing air is purified by passing through 
sulphuric acid in a flask provided with a safety bulb. Itnext passes through 
a liter flask containing 25 grams of the ground meat, 1 gram sodium car- 
bonate, 250 cc. of water, and 25 cc. of alcohol, then through an empty 
flask to intercept spray into a 250 cc. flask containing tenth normal acid 
and finally through a roo cc. flask, to catch acid carried over mechanically, 
to an air pump operated by an electric motor and provided with an anemom- 
eter. One pump and one air purifier suffices for four series of flasks, the 
current being divided by means of four-way tubes. A volume of 8000 cu. ft. 
passed through each series in 3 to 6 hours suffices to remove all the ammonia 
liberated. 

Separation and Determination of Nitrogenous Bodies.—It is rarely 
necessary to go further than to divide the nitrogenous bodies into several 
main groups, according to their solubility in water or other solvents, and 
their behavior toward certain reagents. The nitrogen may be determined 
separately in each of these groups and by the approximate factor the 
corresponding substance or class of substances ascertained. 

A portion of the sample is first exhausted with cold water, which removes 
the soluble proteins (soluble globulins and albumins, proteoses, and 
peptones) and meat bases, leaving behind the insoluble globulins, the 
sarcolemma, the albuminoids of the connective tissue (elastin, etc., also 
insoluble) and the collagen. By next exhausting with boiling water the 
collagen is removed in the form of soluble gelatin. 

The coagulable albumins and globulins are precipitated in the cold 
water extract by boiling and in the filtrate from these, the proteoses by 
addition of zinc sulphate. The remainder of the nitrogen obtained by 


* Jour. Am. Chem. Soc., 32, 1910, p. 561. 


FLESH FOODS. 927 


difference consists in large part of meat bases with a small amount of 
peptones, the accurate separation of which is impossible with our present 
knowledge, although the creatine and creatinine either separately or com- 
bined and the total purine bases may be quite accurately estimated. 

Determination of Nitrogenous Substances Insoluble in Cold Water.— 
It is customary to obtain the insoluble nitrogen by difference after 
determining the nitrogen in an aliquot of the cold water extract. The con- 
version factor for insoluble protein is 6.25. 

Trowbridge and Grindley Method.*—Digest tooo grams for 1 hour 
with 1500 cc. of ice water and squeeze through cheese cloth. Divide the 
residue into equal portions in beakers, wash one after the other with the 
same portion of water, filtering each time through cheese cloth, and repeat 
until the last filtrate is colorless, neutral to phenolphthalein, and free from 
protein as shown by the biuret test. 

Emmett Method.t—Weigh 7 to 25 grams of the material, according to 
the water content, into a 150-cc. beaker, stir into a homogeneous paste 
with 5 to 10 cc. of ammonia-free water at 15° C., then add a further portion 
of so cc. Stir frequently for 15 minutes, allow to stand for 2 to 3 minutes, 
and filter into a soo-cc. graduated flask. Drain off the liquid, using a 
glass rod to press the meat residue. Wash by decantation with three 
portions each of 50 cc. and 25 cc. of water, stirring for 5 minutes each time 
and allowing to settle for 2 to 3 minutes. Transfer the residue to the paper 
and wash three times with to cc. of water. Make up to the mark and 
determine nitrogen in a 25-cc. aliquot portion. 

Three aliquot portions of 150 cc. each may be used for the determina- 
tion of (1) coagulable proteins and, in the filtrate, proteoses, (2) coagulable 
proteins and in the filtrate total creatinine (creatine and creatinine) and 
(3) purine bases. If other determinations are desired employ 14 to 50 
grams of material and make up to Iooo cc. 

Emmett rightly observes that by direct treatment with water a solution 
well adapted for the determination of the various forms of soluble nitrogen 
is obtained, thus avoiding any changes which might result from preliminary 
drying and extraction with ether. . 

Pennington Method.{—This method was devised for chicken meat. 
Shake gently 60 grams of the finely divided meat in a 500-cC. cylindrical 
bottle with 300 cc. of water for 15 minutes, avoiding sufficient agitation to 


* Jour. Amer. Chem. Soc., 28, 1906, p. 472. 
¢ U. S. Dept. of Agric., Bur. of Chem., Bul. 162, 1913, p. 153. 


t Ibid., Bul. 115, 1908, p. 64. 
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form anemulsion. Centrifuge 20 minutes, decant off the supernatant liquid 
onto a paper, add 300 cc. of water to the residue, and proceed as before, 
repeating the treatment until the protein is practically removed as shown 
by the biuret reaction. Usually a volume of 1500 to 2500 cc. is required. 
Employ thymol to prevent bacterial decomposition and a low temperature 
to inhibit the action of natural enzymes. Neutralize the total extract to 
litmus with N/1o sodium hydroxide. Determine nitrogen in a 100-cc. 
aliquot portion which is evaporated to 10 cc. before adding the acid. Other 
aliquot portions may be used for determining coagulable and other forms 
of soluble nitrogen. 

Considerable difficulty is experienced in complete removal of soluble 
proteins from the dark meat, especially of cold-storage fowls. The ex- 
traction should not be continued longer than 26 hours. 

Cook shakes 200 grams for 3 hours with 250 cc. of water in a shaking 
machine and washes in linen bags with 2200 to 2500 cc. of water. Weber * 
finds that higher results are obtained by this method using ice water than 
with water at room temperature. 

Determination of Collagen and Gelatin—The connective tissue of 
fresh meat-consists in large part of collagen which on boiling with water is 
slowly converted into gelatin. In canned meat or other cooked meat 
products this conversion has been partly effected. In either case the com- 
mon methods of determination are based on boiling the cold water insoluble 
material with water until the conversion into gelatin is as complete as 
possible. The nitrogen is either determined directly in the filtered extract 
or in the alcohol insoluble portion of the extract as obtained by Stutzer’s 
method. The factor for both collagen and gelatin is 5.55. 

Direct Method.—The residue from the cold water extract obtained by 
Emmett’s method may be used for the determination. Boil for several 
days with water, filter, make up to a definite volume, and determine nitro- 
gen in an aliquot of about one-fifth the total volume. 

Stutzer Method.j—This method was originally designed for meat 
extracts but has been used by Bigelow for meats. Evaporate another 
aliquot of one-fifth of the hot-water extract with sand and dry in a water 
oven, Treat with four portions of 100 cc. of absolute alcohol, decanting 
each time on a Biichner funnel connected with a suction flask and provided 
with a layer of long fiber asbestos. Place the beaker in ice water, stir for 


*U.S. Dept. of Agric., Bur. of Chem., Bul. 122, p. 42. 
} Zeits. anal. Chem., 34, 1895, p. 568. 
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2 minutes with too cc. of a mixture of too grams of alcohol, 300 grams of 
powdered ice, and 600 grams of ice water, decant onto the filter adding a 
small piece of ice. Repeat the treatment three times or until the solution 
is colorless keeping the decanted portions in ice water during filtration, 
use two or three Biichner funnels if the filtration is slow and take care that 
the temperature does not rise above +5° C. Finally boil the mixture of 
sand and residue, together with the asbestos, with several portions of 
water, filter, wash with hot water, evaporate the filtrate, and determine 
nitrogen in an aliquot. 

Determination of Myosin.—Konig* states that myosin may be 
obtained in the residue after boiling with water by digestion with 15% 
ammonium chloride solution, filtration and precipitation of the myosin 
in the filtrate by diluting and boiling or by salting out with sodium chloride 
or magnesium sulphate. The myosin separated by filtration is dissolved 
in a definite volume of concentrated sulphuric acid and an aliquot used for 
nitrogen determination. He considers that the nitrogenous matter remain- 
ing undissolved after successive treatment with cold water, boiling water, 
and 15% ammonium chloride solution is sarcolemma or insoluble muscle 
fiber. 

The methods for collagen and myosin are not entirely satisfactory 
especially in view of our imperfect knowledge of the albuminoids and 
globulins, present in meat.f . 

Determination of Coagulable Protein (Albumin).—Grindley and 
Emmett Method.{—Evaporate 150 cc. of the cold water extract obtained as 
directed by Emmett to 4o cc. If necessary add carefully very dilute acetic 
acid or sodium hydroxide solution until faintly acid to litmus paper and 
boil. Collect the coagulum on a filter, wash with hot water, and determine 
nitrogen, correcting for any nitrogen that may be present in the paper. 
N X6.25 =coagulable protein or albumin. 

Trowbridge and Grindley § obtain the maximum results in fresh beef 
by neutralizing one-fourth of the acidity to phenolphthalein before coagu- 


lation. 
Some analysts filter before neutralization and determine separately 


* Chemie der Menschlichen Nahrungs- und Genussmittel, 4 Auf. III Bd. 2 Th., 1914, 
< a nee v. Fiirth, Arch. Path. Pharm., 37, 1896, p. 389; Ergebnisse der Physiologie Ab. 1, 
I, 1902, p. 110; Ibid., Ab. 2, I, 1903, p. 575. 

¢ Jour. Amer. Chem. Soc., 27, 1905, p. 665; U. S. Dept. of Agric., Bur. of Chem., Bul. 
(62, p. 146. 

§ Jour. Am. Chem. Soc., 28, 1906, p. 494- 
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any precipitate that forms on boiling after neutralizing. The second 
precipitate is known as syntonin or acid albumin. 

The filtrate from one duplicate may be used for determining proteoses, 
the filtrate from the other for determining total creatinine. 

Determination of Proteoses, Peptones, Creatine, Creatinine, Purine 
Bases, and Total Meat Bases.—Follow the methods as described under 
meat extracts (pp. 253 to 258). . 

No accurate method is available for the determination of total meat 
bases. The practice of obtaining them from the remainder after sub- 
tracting the sum of the coagulable and proteose nitrogen from the total 
water soluble nitrogen, or after subtracting the proteose nitrogen from the 
total nitrogen in the filtrate from the coagulable nitrogen as followed by 
Richardson, does not correct for the peptones or related substances thus 
determined with the bases. Bigelow and Cook’s procedure of calculating 
the nitrogen in the filtrate from the tannin-salt precipitate, correcting for 
nitrogen in the reagent and ammonia in the sample, and multiplying by 
3.12 to obtain the meat bases is subject to error in that part of the creatine 
is precipitated by the tannin-salt reagent and that the factor is accurate 
for only one base, creatine; furthermore, according to Richardson, the 
method is difficult to handle and obtain concordant results due (in part 
at least) to nitrogen in the reagent. The estimation of the “ peptones ”’ 
by substracting the sum of the coagulable, proteose, and meat base nitrogen 
by the tannin-salt method from the total soluble nitrogen and multiplying 
by 6.25 is likewise unsatisfactory although probably the best procedure 
now available. 

Determination of Ash.—Incinerate the residue from the total solids in 
the original dish at a low red heat. It is usually advantageous, especially 
in the case of salt meat, to exhaust the charred sample with water, collect 
the insoluble residue on a filter and ignite. The filtrate is then added, 
evaporated to dryness, and the whole heated to low redness and weighed. 
A perfectly white ash is difficult to obtain. 

Determination of Mineral Constituents.— Determine in the original meat 
total sulphur and in the ash chlorine, potassium, sodium, phosphoric acid, 
and other mineral constituents, following the usual methods of analysis. 
The scheme for ash analysis given on page 310 is applicable to meat 
ash. 

Determination of Acidity——The acidity of meat is due largely to 
d-lactic acid with small amounts of succinic, acetic, and other acids. The 
results by direct titration are usually calculated in terms of lactic acid. 
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Mondschein found that about one-third of the acid is held back in the 
coagulum and proposes the following method: 

Mondschein Method.*—Suspend 50 grams of the finely ground sample 
in 60 to 80 cc. of water, coagulate by boiling, filter by suction, and wash 
with boiling water three times or until the reaction is no longer acid. 
Titrate the filtrate with N/1o alkali using phenolphthalein as indicator. 
Calculate as free lactic acid. 

Remove the matted coagulum from the filter, stir up in a beaker with 
50 cc. of water, add ro cc. of 10% sodium hydroxide solution, and boil, 
taking care that the liquid does not froth over, thus liquefying the mass 
except for a few particles. Add 100 cc. of saturated sodium chloride 
solution, heat to boiling, and saturate at boiling heat with solid sodium 
chloride. Filter the precipitate thus formed with the aid of suction, wash 
with a hot saturated sodium chloride solution, and add to the filtrate sul- 
phuric acid to faint acid reaction, thus precipitating proteins. Boil, add 
5 cc. of sulphuric acid, make up to 500 cc., and filter through a dry paper. 
Heat 250 cc. of the filtrate to boiling and add N/10 potassium permanganate 
solution until the lactic acid is split up into acetaldehyde, carbon dioxide, 
and water.f Add an equal bulk of potassium bisulphite solution (12 grams 
per liter), the strength of which has been determined against N/10 iodine 
solution, mix, and after 15 minutes titrate with N/1o iodine solution 1 cc. 
of which equals 0.005 gram lactic acid.t 

Mondschein also describes a more complicated method for use in 
separating d-lactic from f-hydroxybutyric acid, which however does not 
appear to have practica] application in meat analysis. 

Determination of Starch.—In the following methods it is assumed that 
glycogen is not present in sufficient amount to appreciably affect the 
results. If microscopic examination shows the presence of starch and 
horse meat or liver is suspected, follow the Mayrhofer-Polenske method 
(p. 234). 

Mayrhofer Method.—The first paragraph of the description of the Mayr- 
hofer-Polenske method is essentially the Mayrhofer method as originally 
devised for starch. 

Mayrhofer-Price Method.s—Heat on a boiling water bath 1o grams 
of finely-divided meat with 75 cc. of 8% potassium hydroxide in 95% alcoho] 


* Biochem. Zeits., 42, 1912, pp- 91, 105. 

+ v. Fiirth and Charnass, Biochem. Zeits, 26, 1910, p. 199. 

t Ripper, Monatsh. Chem., 21, 1900, p. 1079. 

§ U. S. Dept. of Agric. Bur. of Anim. Ind, Circ., 203, 1912. 
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until all the meat is dissolved (30 to 40 min.). Add an equal volume of 
95% alcohol, cool, and after 1 hour decant carefully on a Gooch crucible 
with a thin Jayer of asbestos. Wash carefully by decantation twice with 
4% potassium hydroxide in 50% alcohol and twice with warm 50% alcohol. 
Add to the residue and crucible with contents 40 cc. of water and then 
with constant stirring 25 cc. of concentrated sulphuric acid. After 5 
minutes add 4o cc. of water and heat just to boiling with constant stirring. 
Transfer to a 500-cc. graduated flask, add 2 cc. of 20% phosphotungstic 
acid solution, cool, make up to the mark, mix, and filter through starch- 
free filter paper. Neutralize an aliquot portion of the filtrate and deter- 
mine dextrose by one of the methods described in Chapter XIV. Price 
recommends Low’s method.* 

Identification of Horse Flesh.—Although certain authorities have 
found distinguishing characteristics in color, consistency, odor, etc., between 
horse flesh on the one hand, and beef and pork on the other, it is extremely 
difficult, by its physical properties, to detect horse flesh when mixed with 
other meat, especially when the mixture is chopped. Horse flesh has a 
much coarser texture and is darker in color than beef. ‘The muscle fibers 
are, as a rule, shorter in horse flesh. On treating horse flesh with formal- 
dehyde, Ehrlich ¢ has found that a very characteristic odor is developed 
within forty-eight hours, suggestive of roasted goose flesh. 

Certain of the constants of the fat of horse meat differ from those of 
beef and pork, notably the iodine value and the refractometer readings. 
These constants are compared as follows: 


: Butyro-refractom- 
Todine Value. eter Readings. 
Temperature 40°. 


Horsedateeae eres ee 71-86 Rae 
Beet ia tapcenteayecane 38-46 49.0 
Togiat meme renter 50-70 48.6-51.2 


The fact that glycogen usually exists to a much larger extent in horse- 
flesh than in other meat, and that a considerable amount remains after that 
of other meat has disappeared, renders it possible in some cases to detect 
horse flesh, when present in the mixture. 

The following table prepared by Bujard shows the relative amount of 
glycogen in various kinds of meat and sausages: 


* Jour. Amer. Chem. Soc., 24, 1902, p. 1082. 
} Zeits. Fleisch Milchhyg., 1895, p. 232. 
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ae ee eee ose 


Glycogen Direct. Circonen te ried 
Water. 4 Za 

ee = a aaa S Hee Niebel. | Mayrhofer. 
EVORSC PH ESI eae Meissen ose owies's ome 74-44 0-440 0-445 Te 720 he We 
SO GSR BARC Cpe eee 74.87 0.600 0.520 2.388 2.069 
SR SkSs Sent eee eee ee 76.17 1.827 ESyAy 7.067 7-247 
RM Sf crtop Seo was wisi s 6 76.00 0.592 0.610 2.406 2.542 
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In beef Bujard found 0.073 and 0.74 per cent of glycogen calculated in 
terms of dried substance, and, in sausages made exclusively from horse 
meat, amounts of glycogen ranging from 0.05 to 5.34, the sample in the 
latter case being made from the liver. It was formerly thought possible 
to detect as small an amount as 5% of horse flesh in mixture, but later 
investigation showed that after the death of the animal, glycogen, though 
present at first in_considerable quantity, decomposes more or less rapidly, 
going over into muscle sugar (dextrose). Hence, while the presence of 
much glycogen is suspicious, its absence is by no means proof that horse 
flesh was not used. 

Niebel did not consider the failure of the glycogen test as sufficiently 
conclusive to establish the absence of horse flesh, on account of the tendency 
toward decomposition of the glycogen. In the absence of starch, he 
regards the presence of more than 1% of dextrose in the fat-free meat, 
after conversion of the carbohydrates, to be proof of the presence of horse- 
flesh. 

Detection of Glycogen.—From the well-known reaction produced 
by iodine on glycogen, horse flesh can often be detected, when present in 
sausages, unless obscured by the presence of starch or dextrin. 

Brautigam and Edelmann * proceed as follows: 50 grams of the finely 
divided meat are boiled with 200 cc. of water for an hour, and, after cool- 
ing, dilute nitric acid is added to the broth to precipitate the proteins 
and to decolorize. The broth is then filtered, and a portion of the filtrate 
is treated in a test-tube with a freshly prepared, saturated, aqueous solution 
of iodine, or, better, with a mixture of 2 parts iodine to 4 parts potassium 
iodide and 100 parts water, the reagent being carefully added so as not 


* Pharm. Central., 1898, p. 557- 
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to mix with the broth, but form a layer above it. If glycogen be present 
in considerable amount, a wine-colored ring is observable at the junction 
of the two layers. On heating the test-tube, the coloration disappears 
if due to glycogen, but it reappears on cooling. This reaction was found 
to occur with horse flesh and not with beef, mutton, veal, or pork.* 

If the color is not clearly apparent, the chopped meat is heated on the 
water-bath with a solution of potassium hydroxide (using an amount of 
potassium hydroxide equivalent to 3% of the weight of the flesh) til the 
fiber is decomposed, after which the broth is concentrated to half its volume, 
treated with nitric acid to precipitate the proteins, filtered, and treated 
with the iodine solution as previously. 

Determination of Glycogen in the Absence of Starch.—Pfliiger Method.t 
—Heat on a boiling-water bath 100 grams of the material with 100 cc. of 
60% potassium hydroxide for 3 hours, cool, transfer to a large beaker, 
dilute to 400 cc., precipitate with 800 cc. of 95% alcohol, and allow to 
settle over night. Decant off the liquid as completely as possible onto a 
filter, fill up the beaker with 66% alcohol containing 1 cc. of saturated 
sodium chloride per liter, and stir vigorously for a long time. After the 
glycogen settles decant off the liquid, repeat twice the washing with the 66% 
alcohol, and then wash twice with 95% alcohol, once with absolute alcohol, 
three times with absolute ether, and three times with absolute alcohol. 
Dissolve the glycogen in a small amount of hot water, make slightly acid 
with acetic acid, filter, and fill up to a definite volume. Determine the 
sugar in the solution either by direct polarization, specific rotation of 
glycogen +196.57°, or by conversion into glucose and copper reduction. 

In the latter case invert Ioo cc. by heating for 3 hours on a water-bath 
with 5 cc. of hydrochloric acid (sp.gr. 1.19) and proceed according to the 
Allihn method. Dextrose X0.927 = glycogen. 

Separation and Determination of Glycogen and Starch.—Mayrhofer- 
Polenske Method.{—Dissolve 50 grams of the ground meat, containing as 
little fat as possible, in a 450-cc. beaker with 150 cc. of a solution of 80 grams 
of potassium hydroxide in 1 liter of 90% (by vol.) alcohol, by warming on a 
water-bath with occasional stirring which requires about } hour. Add 
too cc. of 50% alcohol to the hot liquid, cool, and filter by suction in 
Witt’s or some other suitable filtering device. Wash the residue with 


* The reaction was found to occur also with the flesh of the human foetus and with the 
foetus of animals; also with mule meat, but not with the flesh of the dog or cat. 

} Pfliiger’s Arch. Ges. Physiol., 103, 1903, p. 169; 114, 1906, p. 231. 

t Arb. Kaisl. Gsndhtsamt., 24, 1906, p. 576. 
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30 cc. of alcoholic potash at 50°, then with 90% cold alcohol until the filtrate 
no longer becomes turbid with a few drops of dilute hydrochloric acid. 
Transfer the insoluble residue to a 110-cc. graduated flask, add so cc. of 
normal aqueous potassium hydroxide and heat 4 hour on a water bath to 
dissolve the glycogen and starch. On cooling acidify the solution with 
concentrated acetic acid, make up to the mark, and filter. To 100 cc. 
of the filtrate add 150 cc. of absolute alcohol and after the glycogen and 
starch have settled (12 hours) collect on a tared Gooch crucible or filter 
paper. Wash with 70% alcohol until the filtrate contains no more solid 
matter and finally with a little absolute alcohol and ether. Dry first at 
40°, then at 100° to constant weight, determine ash in a portion and deduct. 
Multiply by 2.2 to obtain the percentage of glycogen and starch in the meat. 

The method up to this point is in all essential details the original Mayr- 
hofer * method for determination of starch, the amount Of glycogen present 
in aged meat products, such as sausage containing no horse flesh, being too 
small to appreciably viciate the results in determining a considerable addi- 
tion of starch. Only when starch has been found by microscopic examina- 
tion or the iodine test and the presence of meat with high glycogen content, 
such as horse flesh or liver, is suspected, is it necessary to attempt a sepa- 
ration by the following procedure: 

Weigh out 0.3 to 0.5 gram of the precipitate, dissolve in 30 to 4o cc. 
of water, and add double the volume of saturated ammonium sulphate 
solution. Allow to stand } hour and separate the precipitated starch from 
the solution of glycogen by filtration. Before washing the precipitate, test 
the filtrate with a dilute solution of iodine in potassium iodide and if a 
blue color appears, add saturated ammonium sulphate solution to the 
filtrate and after the precipitate which forms on standing has settled, 
filter on the paper containing the former precipitate. If, however, the color 
obtained with the iodine solution is red-violet by reflected and Bordeaux- 
red by transmitted light, the second precipitation is unnecessary. Wash 
the precipitate on the paper three times with half-saturated ammonium 
sulphate solution, then dissolve with normal sodium hydroxide into a 
beaker, wash first with normal sodium hydroxide, and finally with water. 
Neutralize the opalescent filtrate with acetic acid and precipitate with 
alcohol as above described. Collect on a tared Gooch crucible or filter 
paper, wash first with 50% alcohol and finally with absolute alcohol, 


dry at 100°, and weigh. 


* Forsch. Ber. Lebensm., 3, 1896, pp. 141, 429. 
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The glycogen may be obtained by difference, subtracting the weight 
of starch from that of starch and glycogen previously found, or directly as 
follows: Dilute the filtrate from the precipitated starch with three to four 
volumes of water, add an equal volume of alcohol, allow to settle 12 hours, 
filter, wash with 50% alcohol, and dissolve in a small quantity of water. 
Reprecipitate the glycogen in the strongly opalescent solution with alcohol, 
collect on a tared Gooch crucible or filter paper, wash with alcohol, dry 
at 100°, and weigh. 

Identification of Raw Horse Flesh by Biological Tests.—Precipitin 
Test.—This test depends upon the principle developed by Uhlenhuth and 
others,* that when a rabbit has been inoculated with the blood of a particu- 
lar animal, as for instance that of the horse, the serum of the rabbit’s blood 
will react with the blood of the horse and with that of no other animal. 
Only raw flesh responds to the test, as heating destroys the reacting sub- 
stance. 

To prepare the serum (antiserum) reagent, inject into a rabbit, either 
subcutaneously or intravenously, 5 cc. of defibrinated horse blood and repeat 
the treatment several times allowing intervals of 2 to 5 days between the 
treatments and increasing the dose up to io cc. or more until the serum of 
the blood drawn from the rabbit shows the proper activity. When of high 
potency it should react with horse blood serum diluted with 20,cco parts 
of 0.85% (physiological) salt solution but ordinarily a lower potency is 
sufficient. To obtain the serum from the blood, allow a few cubic centi- 
meters to coagulate spontaneously. If the blood is replaced by 0.85% 
salt solution the life of the animal may be preserved. 

Prepare an extract of 50 grams of the finely ground sample, previously 
shaken with chloroform or ether if much fat is present, by soaking for 3 
hours at room temperature or over night in an ice box with 100 cc. of 0.85% 
salt solution. Test the filtered extract to determine if it is of the proper 
dilution (1 part albumin per 300 cc.) by heating 1 cc. with 1 drop of nitric © 
acid. If a decided turbidity forms in 5 minutes and settles as a precipi- 
tate it is of suitable strength. Neutralize with 0.1% sodium hydroxide 
solution if acid. To 1 cc. of the extract add carefully without mixing 
o.1 cc. of the antiserum. Treat in like manner for comparison 1 cc. 


*Uhlenhuth, Deutsch. Med. Wochs., 1901, p. 780; Wassermann and Schiitze, Ibid., 
1902, p. 483; Schiitze, Ibid., 1902, p. 804; Miessner and Herbst, Arch. wis. prakt. Tierheilk., 
1902, p. 359; Wassermann, Zeits. Hyg., 2, 1903, p. 267; Uhlenhuth, Weidanz and Wedemann, 


Arb. Kaisl. Gsndhtsamt., 1908, p. 449; Gaujoux, Hyg. viande lait, 4, p. 65, 132; Uhlen- 
huth and Weidanz, Schweiz. Wochs., 48, p. 724. 
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portions of extracts prepared from horse and other meat. If a cloudiness 
and finally a decided precipitate forms within 30 minutes the presence of 
horse meat is indicated. 

For further particulars the reader is referred to the papers given in the 
foot notes. 

The preparation of the antiserum, if not the conducting of the actual 
test, falls properly within the province of the biologist or serologist who 
has at his command suitable experimental animals and is experienced in 
judging the tolerance of the rabbit for the injections as well as in carrying 
out other details of serum work. 

The Compliment Fixation Test is said to be even more delicate than the 
foregoing. Details of the process are given by Seiffert.* 

Determination of Sugars.—The small amount of dextrose naturally 
present in meat and the sucrose added to ham and other salted meats 
in curing are best determined by copper reduction. After removal of 
interfering substance by suitable reagents, W. B. Smith f precipitates with 
picric acid and phosphotungstic acid thus removing proteins, which have 
a solvent action on cuprous oxide, and creatinine, which reduces Fehling 
solution. 

Smith Method.—Boil 50 grams of the finely-ground sample, as free as 
possible from fat, with 150 cc. of water for 15 to 20 minutes., cool, add 1 to 
5 grams of solid picric acid and 15 to 20 cc. of 20% phosphotungstic acid 
solution, and make up to 250 cc. exclusive of the fat. Filter through a dry 
paper and make up 150 cc. of the filtrate to 160 cc. with 8 cc. of concen- 
trated hydrochloric acid and 2 cc. of water. Mix, filter through a dry 
paper and without delay determine reducing sugars (as dextrose) in an ali- 
quot, after neutralizing, by one of the usual methods. To another por- 
tion of the filtrate add concentrated hydrochloric acid sufficient to bring 
the total amount present up to one-eleventh of the total volume. Neutral- 
ize and determine the dextrose by copper reduction. Deduct the amount 
obtained by direct inversion and calculate as sucrose. 

Hoagland ¢ precipitates creatinine and other nitrogenous constituents 
with phosphotungstic acid alone and removes the excess with potassium 
chloride thus avoiding the possible inversion of sucrose by free hydro- 
chloric acid and the necessity of neutralizing. 


* Zeits. Hyg. Infektionskr., 71, 1912, p. 547; Konig, Chemie der Menschlichen Nahrungs- 
und Genussmittel, 3, 1 Th., 1914, p. 340; 2 Th., p. 44. 

+ Jour. Ind. Eng. Chem., 8, 1916, p. 1024. 

t Jour. Biol. Chem., 31, 1917, p. 67. 
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Detection and Determination of Sulphurous Acid.—Proceed as directed 
in Chapter XVIII. 

Traces should be ignored, as slight reactions for sulphurous acid are 
obtained with meats that have not been chemically preserved. 

Winton and Bailey * found that in 50 grams of fresh beef, mutton, 
veal, and pork not more than o.1 mg. of sulphur dioxide and no hydrogen 
sulphide was present, whereas on decomposition as high as 2.1 mgs. of 
sulphur dioxide and 3.4 mgs. of hydrogen sulphide were developed. From 
these figures it is evident that the examination for sulphur dioxide should 
be made only on the fresh meat. 

Folck and Farreras t use iodate-starch paper for detecting sodium 
hydrogen sulphite in meat. They prepare the test paper by mixing a care- 
fully prepared starch paste (2.5 grams of starch to 95 cc. of water), after 
cooling, with a solution of 1 gram of sodium iodate and 2.4 grams of citric 
acid in 5 cc. of water, saturating filter paper with the mixture, and drying 
in the dark protected from fumes. In applying the test macerate 5 to 15 
grams of the meat for 5 minutes with sufficient water to cover, strain, 
and test the liquid with the iodate-starch paper which becomes blue in the 
presence of the sulphite. The method compares favorably with the 
Rosell method depending on the decolorization of 1% potassium perman- 
ganate solution by the water extract of the meat. 

Detection of Boric Acid.—Boil 25 grams of the ground material with 
50 cc. of water, cool, and filter on a wet paper to remove fat and meat 
fibers. Test the acidulated aqueous extract with turmeric paper as directed 
under milk. 

A more delicate method of procedure consists in burning to an ash 
a portion of the meat, after treatment with lime water, and testing with 
turmeric tincture a solution of the ash slightly acidified with hydrochloric 
acid. 

Determination of Boric Acid.—See Chapter XVIII. 

Detection of Benzoic Acid.—Proceed with a portion of the aqueous 
solution, prepared as above, according to the instructions given in Chapter 
XVIII or prepare a special solution as follows: 

La Wall and Bradshaw Method modified by Fischer and Gruenert.t— 
Agitate 50 grams of the finely ground sample for 30 minutes with 100 cc. of 
50% alcohol acidified with sulphuric acid. Strain through cloth, add 


* Jour. Amer. Chem. Soc., 29, 1907, p. 1499. 
} Boll. chim. farm., 53 1914, p. 106. 
t Zeits. Unters. Nahr. Genussm., 17, 1909, p. 721. 
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sodium hydroxide solution to alkaline reaction, and evaporate on the 
water-bath until all the alcohol is removed. Make up to so cc., add 

grams of sodium chloride, acidify with sulphuric acid, heat to boiling, 
cool, and filter. Shake the filtrate with ether in a separatory funnel, 
wash the ethereal solution with a little water, and evaporate to dryness at a 
gentle heat. Test the residue as described in Chapter XVIII for both 
benzoic and salicylic acids. 

Determination of Benzoic Acid.—Prepare the solution as described in 
the foregoing method, except that the meat is extracted with several portions 
of 50% alcohol, dealcoholize in an alkaline solution and proceed accord- 
ing to the La Wall and Bradshaw method, page 893. 

Kriiger Method.*—Place 50 grams of the ground sample, containing 
70 to 75% of water, in a Kjeldahl flask with 45 cc. of 70% sulphuric acid. 
If less than 70% or more than 75% of water is present in the sample use 
less or more of the material and adjust the strength and amount of acid 
accordingly. Connect with a steam-distillation apparatus and heat cau- 
tiously with shaking, using an asbestos pad with a round hole cut in the 
middle to confine the heat to the portion of the flask in contact with 
. the liquid. When the solution becomes clear distil in a current of steam 
regulating the heating of the flask so that the volume remains constant and 
a distillate of 500 cc. is obtained in about 75 minutes. 

Filter the distillate, which must be cool as it flows from the condenser, 
wash with a little cold water, add sodium hydroxide solution to faint alkaline 
reaction, evaporate to small volume and transfer to a porcelain dish of t0o-cc. 
capacity. Heat on a boiling water-bath and add in small portions with 
stirring sufficient cold saturated potassium permanganate solution to form a 
red color that persists for five minutes. Destroy the excess of permangan- 
ate with cold saturated sodium sulphite solution and evaporate to about 
to cc. Transfer to a separatory funnel, acidify with 1 : 3 sulphuric acid, 
dissolve the precipitate remaining in the dish with small portions of the 
sodium sulphite solution and dilute acid using the mixture to rinse the dish. 
Extract the solution, which should not exceed 20 cc. in bulk three times, 
with an equal volume of a mixture of ether and petroleum ether. Wash the 
combined extract three times with 3 cc. portions of water, and remove the 
last traces of water by shaking with the quantity of powdered gum traga- 
canth that is held on the end of a small knife blade. Transfer to a weighed 
glass dish, using a mixture of ether and petroleum-ether for rinsing, allow 


* Zeits. Unters. Nahr. Genussm., 26, 1913, p. 12. 
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to evaporate at room temperature, dry 2 hours over soda lime and weigh. 
As a check dissolve in neutral alcohol and titrate with N/1o sodium hydrox- 
ide using phenolphthalein as indicator. If the weight of benzoic acid is 
less than 30 mg. the results may be high in which case the benzoic acid is 
removed by sublimation and the dish reweighed. 

Detection of Salicylic Acid.—Test a portion of the ether extract, ob- 
tained as described for benzoic acid, with ferric chloride solution. A deep- 
violet coloration indicates salicylic acid. 

Detection of Starch in Sausages, Meat-balls, etc.—The addition of 
cracker or bread crumbs is best indicated by the presence of considerable 
starch, which is readily recognized by the iodine test, applied by boiling 
up a portion of the sample with water, cooling and adding a drop of 
iodine reagent to the liquid. The characteristic blue color is produced, 
if starch be present in notable quantity. Traces of starch may be due 
to the pepper and spices used in seasoning the sausage. A small admix- 
ture of starch is rendered apparent if a small portion of the sausage is 
treated with a drop of iodine reagent and viewed under the microscope. 
A microscopical examination will sometimes reveal the character of the 
starch, whether it is from cereals or from pepper, but in some preparations - 
the starch is thoroughly cooked and its structure destroyed. 

Detection of Coloring Matter.—Red Ocher is indicated by an excessive 
amount of iron in the ash. 

Cochineal is most readily tested for by the method of Klinger and 
Bujard.* The sausage, finely divided, is heated with two volumes of a 
mixture of equal parts of glycerin and water for several hours on the 
water-bath, the mixture being slightly acidified. The yellow solution 
is passed through a wet filter, and the coloring matter, if present, is pre- 
cipitated as a lake by adding alum and ammonia, the precipitate is filtered 
off and washed, after which it is dissolved in a small amount of tartaric 
acid, and the concentrated solution, contained in a test-tube, is examined 
through the spectroscope for the characteristic absorption-bands of carmine 
lake, lying between 6 and D. 

Spaeth ¢ has shown that both carmine (cochineal) and anilin red, 
which are the dyes most commonly used for coloring sausages, can be 
most readily extracted therefrom by warming the finely divided material 
a short time on the water-bath with a 5% solution of sodium sali- 
cylate. 


* Zeits. angew. Chem., 1891, p. 515. 
t Pharm. Central. 38, 1807, p. 884. 
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Vegetable and Coal-tar Colors.—In addition to the solvents named above 
various others, such as methylated spirits (Allen), acidified alcohol (A. 
S. Mitchell), amy! alcohol, ether, ammonia, and those used in the exam- 
ination of fats and oils (Chapter XIII), are useful in special cases. The 
solvent, after filtering, is evaporated to small volume, acidified with hydro- 
chloric acid, and white wool is boiled in it. If the wool is distinctly dyed, 
a coal-tar color is undoubtedly present, and this can often be identified 
by methods given in Chapter XVII According to Marpmann, pure 
normal flesh containing natural color only is completely decolorized by 
macerating for two hours in 50% alcohol, while artificially colored meat 
remains colored after this treatment. Richardson * warns against mis- 
taking for an artificial color the bright red substance often extracted by 
ether or alcohol and ether from meats cured with saltpeter. 

Marpmanws Microscopical Methods.t—Moisten a thin section of the 
sausage with 50% alcohol, and examine under the microscope. Some 
colors are readily apparent without further treatment. If only traces 
of color are present, clarify the substance by treatment with xylol, which 
is removed by the use of carbon tetrachloride. The mass rendered trans- 
parent by this treatment is then immersed in cedar oil and examined, 
the coloring matters, if present, being especially apparent. If the color 
used is fuchsin (magenta), carmine, logwood, or orchil, the substance 
of the cell will appear stained. If acid coal-tar dyes are used, the liquid 
contents of the cell will show the color. 

Detection of Frozen Meat.—Maljean { detects frozen meat by the 
aid of a microscope. A drop of the blood or meat juice is pressed out 
upon a slide and immediately examined before it solidifies. Fresh meat 
juice contains many red blood corpuscles, floating in a clear colorless 
serum, and readily apparent. In blood from frozen meat, the red cor- 
puscles are nearly always completely dissolved in the serum, due to freez- 
ing, or, if not dissolved, are much distorted and entirely decolorized, the 
liquid portion being darker than usual. 

Megascopically, the fresh meat juice is more abundant than that of 
frozen meat, and its color is*deeper. According to C. A. Mitchell, if a 
small piece of meat once frozen be shaken in a test-tube with water, color 
is imparted to the water much more quickly than with fresh meat, and 


the color is deeper. 


* Allen’s Commercial Organic Analysis, Phila., 1914, 8, p. 364. 
+ Zeits. angew. Mikros, 1895, p. 2. 
t Jour. pharm. chim., 25, 1892, p. 348. 
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MEAT EXTRACTS AND SIMILAR PRODUCTS. 


Meat Extracts.—Methods of Manufacture—Numerous preparations 
sold under the name of meat extracts have been on the market for many 
years. At the beginning of the nineteenth century the value of such 
extracts was known, but Liebig was the first some fifty years later to pro- 
duce a commercial extract of meat. Liebig’s preparation, as originally 
made, consisted of a cold-water extract of chopped lean meat, strained 
free from fiber, heated, filtered, and evaporated, thus containing little if 
any gelatin or proteins. Later, however, Liebig advocated the use of 
warm and even boiling water for extraction, by which method of prep- 
aration a greater amount of gelatin is brought into solution. He, how- 
ever, condemned the use of salt. 

The best modern meat extracts are prepared from meat freed from 
bone and superfluous fat by treatment with hot or boiling water, the time 
and temperature of extraction varying greatly with the different processes. 
While in Argentina, in former times when cattle were plentiful, meat 
extract was the main product and the extracted residue was considered 
of little value, at the present time, at least in the United States, the extract 
is commonly a by-product obtained by evaporating the liquor in which 
meat has been cooked for canning. The concentration of the liquor is 
carried on in vacuum kettles to a water content of about 50% for liquid 
extracts or 18 to 25% for solid or pasty extracts. As corned beef is the 
most popular canned meat, the liquor in which it is cooked is the chief 
source of supply. It contains a considerable amount of salt as well as a 
little saltpeter and sugar, the salt according to Richardson * being removed 
in sufficient amount by concentrating and centrifuging to comply with 
the standards as given on page 252. While in certain cases salt is a 
willful addition, under conditions now existing in the United States, it 
is more apt to be an impurity which the manufacturer is concerned in 
removing. 

Meat extracts are commonly packed in glass or earthern-ware jars. 
The use of tin containers has been found objectionable because of the 
blackening of the cans due, according to Beveridge,t to tin sulphide, 
iron sulphide, and iron oleate. 


* Allen’s Commercial Organic Analysis, Phila., 1914, 8, p. 306. 


} Third Rep. Com. Physiol. Effects of Feod, Training and Clothing on the Soldier, 
London, foe8 Het 
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Constituents—The chief constituents are coagulable proteins belonging 
to the globulin and albumin groups, proteoses (albumoses), meat bases, 
phosphates, and chlorides. Small amounts of lactic acid, inosite, and 
other minor constituents of meat soluble in hot water are also present. 
True peptones are usually either not present or else the test is obscured 
by interfering substances. According to Micko* although gelatin in 
small amounts is present in the liquor from which meat extract is pre- 
pared, the finished product does not contain gelatin as such, but rather 
in the form of acid-glutin or gelatose which respond to the biuret test 
like gelatin, but do not form a jelly. This change is due to the action 
of lactic acid during concentration. Adam f reports formic acid in all 
the samples of extracts and related products examined. He states it is 
formed by the action of nitric acid on starch used in the process of 
manufacture. 

By far the most important constituents from the physiological stand- 
point are the meat bases to which the preparations owe their well-known 
stimulating properties. Indeed, a properly prepared extract has very 
little actual food value, but is rather to be regarded as a stimulant and 
condiment serving both purposes in an analogous manner to tea and 
coffee. 

Creatine and Creatinine, aside from their value as stimulants, are of 
importance, as was first pointed out by Micko, in distinguishing true 
meat extracts from yeast extracts, which formerly, if not at the present 
time, were used as substitutes. These are usually determined together 
and the results expressed in terms of creatinine (“total creatinine ’’) 
after dehydrolyzing the creatine with acid. 

Carnosine, Carnitine, and Methyl Guanidine, according to Krimberg, 
occur in meat extracts as well as in the living muscle. 

The Purine Bases of meat extracts have been exhaustively studied by 
Micko.t who found hypoxanthine in the largest amount while xanthine 
and adenine were present in smaller amounts. He was unable to find 
either guanine, which according to Kossel is present in meat, or carnine 
which Weidel § reported in American meat extract. The former Micko 
considers to have been eliminated in the manufacture of the extract while 
the latter he believes not to be present in either. Carnine and hypo- 


* Zeits. Unters. Nahr. Genussm., 14, 1907, p. 284. 

+ Arch. Chem. Mikros., 9, 1916, p. 77- 

t Zeits. Unters. Nahr. Genussm., 6, 1903, p. 781; 8, 1904, p. 225. 
§ Ann. Chem. Pharm., 158, p. 353- 
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xanthine are very similar in their reactions and the latter might easily 
be mistaken for the former although there could be no question of 
identity if nitrogen were determined, as carnine contains 28.57% and 
hypoxanthine 41.18%. In yeast extracts Micko found adenine as 
the chief purine base; guanine, hypoxanthine, and xanthine were also 
present, the quantities being in the order named, while carnine was not 
found. 

Producis of Hydrolysis—By hydrolyzing meat extracts, according to 
Fischer’s method, Micko* obtained glutaminic acid, alanine, leucine, 
isoleucine, aspartic acid, and glycocol. In addition other amino acids 
were obtained but in too small quantities for identification. Hydrolysis 
of the precipitate obtained by salting out with ammonium sulphate showed 
that it consisted almost entirely of true proteoses and did not contain 
gelatin. The filtrate from the proteoses yielded on hydrolysis amino 
acids of which glutaminic acid and glycocol were the most abundant 
while alanine, leucine, and aspartic acid occurred in smaller amounts. 
Proline and phenyl-alanine were not found. Taurine not previously 
reported was isolated and identified. 

Chlorine in meat extract is usually calculated in terms of sodium 
chloride, which Richardson f points out is not scientifically accurate, since 
the chlorine derived from the meat exists chiefly if not wholly as potas- 
sium chloride. He considers that after allowing 0.06% of sodium chloride 
for every unit per cent of dry solid matter present any excess may be 
fairly considered as added salt. 

Analyses of both solid and liquid meat extracts by Micko,t Bigelow 
and Cook,§ Street,|| and Wright, appear on pages 246 to 249. Ina 
number of instances the results have been recalculated or rearranged to 
facilitate comparison. 

Meat Juices.—A true meat juice, as prepared by expressing the liquid 
portion of meat, is a food product of high nutritive value and differs 
markedly in this respect from liquid extract and similar preparations on 
the market, some of which have been sold with misleading claims. While 
it is impracticable to concentrate a meat: juice without precipitation or 


* Zeits. Unters. Nahr. Genussm., 5, 1902, p. 193. 

t Allen’s Commercial Organic Analysis, Phila., 1914, 8, p. 3094. 

{ Zeits. Unters. Nahr. Genussm., 5, 1902, p. 193; 20, 1910, Pp. 5373 26, 1913, Pp. 321. 
§ U.S. Dept. of Agric., Bur. of Chem., Bul. 114. 

|| Conn. Agric. Exp. Sta., Rep. 1907-8, p. 606. 

q Jour. Soc. Chem. Ind., 31, 1912, p. 176. 
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alteration, the name meat juice is perhaps warranted in the case of some 
of the preparations now on the market, which unlike liquid extracts give 
strong tests for hemoglobin and contain considerable amounts of coag- 
ulable nitrogen. In view, however, of the difficulties of accurate classi- 
fication, juices and fluid extracts are included under the same head in 
the tables on pages 246 to 248. 

Peptones and Meat Seasonings.—Certain meat preparations, known 
in Germany as “ Spersewiirzen,” are made by digesting in various ways 
meat, or meat residues after extracting the soluble constituents, so as to 
obtain the constituents in a “‘ predigested ” condition and develop agree- 
able flavors. These preparations are generally known as “‘ peptones”’ 
in English, although this term is in many, if not all, cases inappropriate 
in view of their composition. Etienne and Delhaye obtained an English 
patent in 1890 for preparing a ‘‘ peptone” from meat by heating the 
pulp in an autoclave from 150 to 175° C., separating the liquid from the 
insoluble matter, and digesting the latter with hydrochloric acid until 
the fibers are destroyed. The liquid obtained by the acid treatment, 
after neutralizing with sodium carbonate, is added to the concentrated 
aqueous extract. Micko,* in following this process, obtained by the acid 
treatment of the extracted meat a product with little odor but a decided 
meaty flavor which appeared to be due to amino acids. He obtained 
similarly flavored products by the hydrolysis of casein and silk fibroin. 
Examination of commercial preparations, made by the hydrolysis of 
protein matter, showed that they contained no coagulable or insoluble 
proteins, little if any proteoses or peptones, but often considerable amounts 
of ammonia. The amount of phosphoric acid present depended on the 
protein material employed but compared with that present in true meat 
extract was usually greater. Peptones are commonly used in soup prep- 
arations, often in conjunction with true meat extract, and various vegetable 
extracts for flavors. __ 

Soy sauce, the characteristic seasoning of chop suey, although a vege- 
table product rich in carbohydrates, resembles in its other constituents 
seasonings prepared from meat. Like the peptones, it contains only a 
trace of purine bases and little or no total creatinine. Suzuki, Aso, and 
Mitarai ¢ separated from two liters of this sauce the following constituents 
in the quantities (grams) named: alanine 6.6, leucine 6, proline 3, lysine 2.6, 


* Zeits. Unters. Nahr. Genussm., 26, 1913, p. 322. 
+ Bul. Col. Agr. Tokyo. Imp. Univ., 7, 1907, Pp. 477. 
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ammonia 4.2, protein 5.4, formic acid 0.1, acetic acid 0.4, lactic acid 3.2, 
and two new bases1 and o.2. Tyrosin, aspartic acid, substances resembling 
polypeptides, and cystin were also found. A process has been patented in 
Germany for preparing a similar seasoning from peas. 

Analyses.—Under the head of ‘‘ Miscellaneous” are included in the 
tables on pages 246 to 248, especially on page 246, a number of prepa- 
rations known as soup seasoning, etc., which were doubtless obtained in 
large part by the hydrolysis of meat residues or other protein substances. 
They are characterized by their low content of purine bases and total 
creatinine. 

Bouillon Cubes.—These are about the size of large dice. They are 
wrapped with tin foil and for the convenience of travelers are packed 
in metal boxes. They consist of various mixtures of meat extract, pep- 
tones, extracts of soup vegetables, salt, spices, and gelatin or some other 
stiffening material. A single cube mixed with boiling water suffices for 
a cup of bouillon which, although containing a very small amount of 
food material, furnishes a most agreeable concomitant for bread or dry 
biscuit and also a safe and palatable beverage when the character of the 
water is questionable. The chief value of analyses is not to show their 
nutritive value, which is obviously small, but from the percentages of total 
creatinine and purine bases to gain an insight into the proportion of meat 
extract present. The percentage of meat extract having been deter- 
mined by analysis, dependence must then be placed on the palate to 
determine the quality of the product. 

Analyses by Micko of bouillon cubes appear on page 246; those by 
Cook * on page 251 are of cubes bought in New York in 1912. 

Kappeler and Gottfried + in analyses of 35 samples obtained the fol- 
lowing maxima and minima: water 10.0-1.1, protein 26.9-0.4, phosphoric 
acid 1.43-0.25, ash 83.7-56.8, salt 83.3-53.7, total creatinine 1.2-0, fat 
g.6-o, and sugar 14.7-0. 

Standards.—Micko,{ after discussing the widely differing standards 
proposed by Sudendorf, § Geret,|| Serger, and Lebbin,** suggests a mini- 
mum of 15% fat-free organic matter (with 15% total nitrogen) of which 


* Jour. Ind. Eng. Chem., 5, 1913, p. 980. 

} Zeits. Unters. Nahr. Genussm., 31, 1916, p. I. 

t Loc. cit. 

§ Zeits. Unters. Nahr. Genussm., 23, 1912, p. 577. 
|| Ibid., 24, 1912, p. 570; Kons. Ztg., 14, 1913, p. 5. 
{] Kons. Ztg., 13, 1912, p. 378. 

** Ibid.14,) 1013, ppaxy O56 
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COMPOSITION OF BOUILLON CUBES. 


wa Nitro- 

Sodium AeiGity, ie 
Brand. | Solids. (QAM feria] Ash | Bates | phone | G8, | Nie | 8,8F | Gree 
Chlorine. on aes } 

Sol. 
Behrend..... 96.60 | 22.86 | 1.93 | 73.74 | 72.13 | 1.02 | 6.20 | 2.19 | 0.13 | 0.84 
Oxon tice 95.06 | 25.31 | 3.10 | 69.75 | 65.00 | 1.51 | 6.50 | 2.97 | 0.86 1.07 
SLECTOREE Ee 96.05 | 28.41 | 1.20 | 67.64 | 62.15 | 1.83 | 9.15 | 3.62 | 0.76 | 1.67 
Burnham....| 96.87 | 41.94 | 1.00 | 54.93 | 52.90 | 0.58 | 6.10 | 2.11 0.05 | 0.88 
Sunbeam....] 95.73 | 45-23 | 1.44 | 50.50 | 49.26 | 0.54 7.:.30) || 2130) |p Oh O21 ONO 2 
Armour..... 96.05 | 26.48 | 0.96 | 69.574 67.44 | 0.62 | 6.00 | 2.79 | 0.17 | 1.07 
Morris® 5.2% 00-77 | 33-00 ; 3.79 | 63.77 | 50.17 | 1.69 | 9.68 | 3.67-| 0.56 | 1.07 
Standard....| 95.81 | 21.76 | 4.19 | 74.05 | 72.22 | 0.48 | 5.01 | 2.09 | 0.07 | 0.50 
igeitts sc... 96.00 | 21.91 | 4.58 | 74.09 | 71.98 | 0.41 | 4.75 | 2.11 | 0.05 | 0.49 
Knomeesas -- 95-44 | 26.24 | 4.57 | 69.20 | 65.00 | 1.55 | 7.40 | 3.20 | o.or | 1.38 


half is from meat extract, furthermore that for every 1co parts of organic 
matter from meat extract there should be present at least 10 parts of 
total creatinine, 1.1 parts of purine nitrogen, and 11 parts of phosphoric 
acid (P205). Calculated as percentages of the material as purchased these 
limits would be as follows: total nitrogen 2.25%, total creatinine 0.75% 
(nitrogen as creatinine 0.28%), purine nitrogen 0.08%, phosphoric acid 
0.82%, and meat extract 12.5-15.0%. The author considers that both 
meat extract and peptones would contain about the same amount of 
nitrogen (15%) in the dry matter, but that total creatinine, purine bases, 
and phosphoric acid would be present in considerable amount only in 
the meat extract. Yeast extract contains even more purine nitrogen and 
phosphoric acid than meat extract, but the absence of total creatinine 
serves for its detection. He further notes that albumoses are much higher 
‘in meat extracts than in peptones, while on the other hand ammonia is 
decidedly lower. 

Beythien * considers that bouillon cubes should contain 15-20% 
of meat extract (0.6-0.8 gram per 4-gram cube) and a maximum of 65% 
of salt. Gerlach ¢ places the minimum limit for meat extract at 7.5% 
(0.3 gram per 4-gram cube) but considers 65% a suitable maximum for 


salt. 


* Zeits. Unters. Nahr. Genussm., 31, 1916, p. 33. 
+ Chem. Ztg., 40, 1916, p. 587. 
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Miscellaneous Preparations.—Under the head of ‘“ Miscellaneous ”’ 
in the tables are included a variety of preparations containing various 
mixtures of meat extracts or other meat derivatives with protein sub- 
stances from other sources, vegetable matter, spices, and other products. 
Some are foods for invalids while others are merely condiments. ‘The 
amounts of meat extract can be roughly estimated from the creatinine 
content. 

Yeast Extracts.—The absence of creatine and creatinine and the 
presence of the purine bases (adenine, guanine, hypoxanthine, and xan- 
thine) in yeast extracts have already been noted under meat extracts. 
Analyses of three yeast extracts by Micko* are given in the following 
table: 


COMPOSITION OF YEAST EXTRACTS. 


MINERAL CONSTITUENTS, NITROGEN. 
: Fat-free 
Water. Pia oes Proc rete s Creatine 
‘ota oride H atter. TO- Puri 
Ash. |Equiv.to| Phoric Total’ (ence. | Creagh Bases 
Chillorimes) weet inine. 

SILOSeH ween ee Boe (Fe) || BAGO || wesc Oss | AB ue || Sets || ao oes ° Tent! 
OVOS.sest eens Beso |) GOGH | TOAG | 2.4@) | Boe | 2566 | ..50- ° 0.50 
> Gi PO moa oN OF .Ge) || UBL || TOsts§ | Baume | Tas || 2.20 0.21 ° 0.30 


The author calls attention to the small amount of proteoses (albumoses) 
and peptones and expresses an opinion that the nitrogen is probably in 
large part in the form of nucleoproteins. 

Standards.—The following standards were adopted by the U. S. Joint 
Committee in 1907. 

1. Meat Extract is the product obtained by extracting fresh meat 
with boiling water, and concentrating the liquid portion by evaporation 
after the removal of fat, and contains not less than 75% of total solids, of 
which not over 27% is ash, and not over 12% is sodium chloride (cal- 
culated from the total chlorine present), not over 0.6% is fat, and not 
less than 8% is nitrogen. The nitrogenous compounds contain not less 
than 40% of meat bases, and not less than 10% of creatine and creatinine. 

2. Fluid meat extract is identical with meat extract, except that it 
is concentrated to a lower degree, and contains not more than 7s, and not 
less than 50% of total solids. 

a a 


* Zeits. Unters. Nahr. Genussm., 5, 1902, P. 193. 
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3. Bone extract is the product obtained by extracting fresh trimmed 
bones with boiling water and concentrating the liquid portion by evapo- 
ration after removal of fat, and contains not less than 75% of total solids. 

4. Fluid bone extract is identical with bone extract, except that it is 
concentrated to a lower degree and contains not more than 75 and not 
less than 50% of total solids. 

5- Meat juice is the fluid portion of muscle fiber, obtained by pressure 
or otherwise, and may be concentrated by evaporation at a temperature 
below the coagulating point of the soluble proteins. The solids contain 
not more than 15% of ash, not more than 2.5% of sodium chloride (calcu- 
lated from the total chlorine present), not more than 4 nor less than 2% 
of phosphoric acid (P2O5), and not less than 12% of nitrogen. The 
nitrogenous bodies contain not less than 35% of coagulable proteins, and 
not more than 40% of meat bases. 

6. Peptones are products prepared by the digestion of protein material 
by means of enzymes or otherwise, and contain not less than 90% of 
proteoses and peptones. 

7. Gelatin (edible gelatin) is a purified, dried, inodorous product of 
the hydrolysis, by treatment with boiling water, of certain tissues, as skin, 
ligaments, and bones, from sound animals, and contains not more than 
2% of ash and not less than 15% of nitrogen. 


ANALYSIS OF MEAT EXTRACTS, ETC. 


Determination of Water.——Dry from 2-20 grams of the material, 
according to the water content, in a flat-bottom dish in a boiling water 
oven to constant weight. It is well to dissolve pasty preparations in 
water and to use a sufficient amount of asbestos or sand to absorb the 
material. If fat is to be determined on the same portion employ a tin, 
or lead dish or Hoffmeister shell; if ash, a platinum or porcelain dish, 
omitting sand or asbestos. 

Determination of Ash.—Proceed as in the case of meats (p. 230). 

Determination of Fat.—Dry as described for the determination of. 
water with asbestos or sand and extract with anhydrous ether in a con- 
tinuous extractor. LEvaporate off the ether, dry the residue, and weigh 
as in the case of milk (page 121). 

Determination of Total and Ammoniacal Nitrogen.—Proceed as 
directed under meat (p. 225). 

Determination of Insoluble Protein.—Weigh a quantity of the material 
corresponding to about 10 grams of dry matter into a soo-cc. graduated 
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flask. Add cold water, mix well, make up to the mark, and shake at 
intervals for an hour or until the material appears to have gone into solu- 
tion, and filter on a dry paper. Determine nitrogen in an aliquot of | 
50 cc. of the filtrate, thus obtaining the amount soluble in cold water 
which, subtracted from the total nitrogen, Bites the insoluble nitrogen. 
N X6.25 = insoluble protein. 

Determination of Coagulable Protein.—Evaporate 400 cc. of the 
filtrate obtained in the preceding section, to 100 cc., neutralize, boil, filter, 
and determine nitrogen in the precipitate as in the Grindley and Emmett 
method (p. 229). NX6.25=coagulable protein (albumin). 

Make the filtrate up to 500 cc. and use aliquots for the determination 
of (1) proteoses, (2) tannin-salt precipitate, and (3)-creatine and creatinine. 

Determination of Proteoses.—Bémer Method.*—To a 50-cc. aliquot 
of the solution prepared as above, add 1 cc. of sulphuric acid (1 : 4) and 
finely powdered zinc sulphate in small quantities with stirring until on 
long standing the precipitate of proteoses separates on the surface of the 
liquid and a small quantity of undissolved zinc sulphate settles to the 
bottom. Collect the precipitate on a paper free from nitrogen, wash-with 
cold saturated zinc sulphate solution, keeping the funnel covered with 
a watch glass during filtration, and determine nitrogen in the precipitate 
without removal from the paper. N X6.25=proteoses (albumoses). 

Determination of Tannin-Salt Precipitate.—Schjerning Method Modi- 
fied by Bigelow and Cook.t—Concentrate 100 cc. of the filtrate from the 
coagulable proteins to 20 cc. or less, transfer to a 1oo-cc. graduated flask, 
add so cc. of sodium chloride solution (30c grams per liter), and shake 
thoroughly. Place in an ice box at about 12° C. and after the temperature 
becomes constant add 30 cc. of 24% tannin solution (also at ice-box tem- 
perature), make up to the mark, and shake. Keep in the ice box over 
night, filter at ice-box temperature, through a dry paper, and determine 
nitrogen in 50 cc. of the filtrate. Correct for the nitrogen in the reagent, 
as found by a blank determination, and calculate the percentage in the 
material. The nitrogen thus obtained includes that present as meat 
bases, except about one-quarter of the creatine present in the tannin- 
salt precipitate, and as ammonia. Bigelow and Cook estimate peptones 
by adding the percentages of tannin-salt filtrate, insoluble, coagulable 


* Zeits. anal. Chem., 34, 1895, p. 562. 

t Jour. Amer. Chem. Soc., 28, 1906, p. 1496. Schjerning himself (Zeits. anal. Chem., 
~ 39, 1900, p. 562) regarded tannic acid as of little value in the separation of the proteins. In 
his method for total protein nitrogen he uses uranium acetate. 
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and proteose nitrogen, deducting from the total nitrogen, and multiplying 
the difference by 6.25, although the figure probably represents peptoids, 
formed by the action of the hot solution on gelatin, and polypeptides. 
True peptones are apparently not present as the tannin-salt filtrate sel- 
dom gives the biuret reaction. See also page 247. 

_ Bigelow and Cook suggest that a correction be introduced for the 
creatine after determining the amount present before and after precipi- 
tation with tannin-salt reagent. Street believes this correction imprac- 
ticable owing to the difficulty of removing tannin from the filtrate, the 
slightest trace of which interferes with the color reaction. 

Determination of Creatine and Creatinine.—Folin Method Modified 
by Benedict and Myers.*—This method is based on the color produced 
by creatinine with picric acid in alkaline solution (Jaffé reaction). Place 
50 cc. of the filtrate from the coagulable protein, obtained as described 
above, in a Ioo-cc. graduated flask, boil down to about 10 cc., add 10 cc. of 
normal hydrochloric acid, and heat in an autoclave 30 minutes at 117-119°. 
Cool, add to cc. of normal sodium hydroxide solution, make up to the 
mark, and shake. Pipette 25 cc. into a 5oo-cc. graduated flask, add 30 
cc. of saturated (1.2%) picric acid solution, and 10 cc. of 10% sodium 
hydroxide solution, make up to the mark, and shake. Compare in a 
colorimeter with a half-normal potassium bichromate solution (24.54 
grams per liter) set at 8 mm. on the scale, which corresponds to 9.88 mg. 
of pure creatinine. If the reading of the unknown varies more than 
2 or 3 mm. from 8 mm. prepare a new solution, using an aliquot that will 
give approximately that reading. From the results obtained calculate 
the creatinine which includes not only the creatinine that exists ready 
formed in the product, but also that obtained by dehydrolyzing the 
creatine. 

If separate figures for both bases are desired, place an aliquot of the 
filtrate from the coagulable nitrogen directly in a 500-cc. graduated flask, 
add 1s cc. of the picric acid solution and ro cc. of the sodium hydroxide 
solution, make up to the mark, shake, and compare with the bichromate 
solution as before. Calculate the percentage of creatinine and subtract 
from the percentage of total creatinine previously obtained and the dif- 
ference is the creatine in the material calculated in terms of creatinine. 
To obtain the nitrogen corresponding to either base or the sum of the 
two, expressed in each case as creatinine, multiply by 0.372. To convert 
ee Sr 

* Amer. Jour. Phys., 18, 1907, P. 397. 
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creatine expressed as creatinine into true percentage of creatine multiply 
by 1.16. 

If an autoclave is not at hand, invert by the Baur and Barschall Method * 
as follows: Evaporate 200 cc. of the filtrate from the coagulable protein 
to a volume of less than 38 cc., transfer to a graduated cylinder, and 
make up to 38 cc. with the rinsings. Transfer to a 1oo-cc. graduated 
flask, rinsing with 17 cc. of normal hydrochloric acid, and heat 4 hours 
under a reflux condenser in a boiling water-bath. Neutralize the acid 
with 17 cc. of normal sodium hydroxide solution, make up to too cc., and 
proceed as above described, using, however, smaller aliquots because of 
the greater concentration of the solution. Micko obtains practically the 
same results by the two methods of dehydration. 

Sudendorf and Lahrmann f find that in bouillon cubes the presence 
of yeast extract, caramel, tomato juice, and other substances give mis- 
leading colors in the determination of creatinine and therefore lead to 
wrong conclusions as to the content of meat extract. They eliminate 
this source of error by preliminary treatment with potassium permanganate, 
as proposed by Lendrich and Nottbohm, as follows: 

Prepare a 10% solution, filter to remove fat, and place 10-20 cc. of 
the filtrate in a 75-cc. capsule, add io cc. of normal hydrochloric acid, 
and evaporate to dryness on a boiling water-bath. Dissolve the residue 
in water, neutralize to litmus with N/2 sodium hydroxide solution, rinse 
into an Erlenmeyer flask, dilute to 75 cc., and run in 1% potassium per- 
manganate solution containing 2.5% sodium chloride, drop by drop with 
shaking until a red color persists for several minutes. If the solution 
becomes too thick, dilute with water. Destroy the excess of potassium 
permanganate by adding drop by drop 3% hydrogen peroxide solution 
containing 1 cc. of glacial acetic acid per 100 cc. Heat ona boiling water- 
bath 5-10 minutes until the manganese oxide separates in flocks. Filter 
with the aid of suction, wash until chlorine is removed, evaporate to small 
volume, rinse into a soo-cc. flask, using about 20 cc. of water, cool, then 
treat with 10 cc. of 10% sodium hydroxide solution and 20 cc. of saturated 
picric acid solution. After 5 minutes make up to the mark and proceed 
as above described. 

Determination of Purine (Xanthine) Bases.— K riiger-Micko Method.t{— 
To 5 grams of the material add 100 cc. of water and 10 cc. of sulphuric 


* Arb. Kaisl. Gsndhtsamt., 24, 1906, p. 552. 
} Zeits. Unters. Nahr. Genussm., 29, 1915, p. 1. 
f Ibid., 5, 1902, pp. 204, 209; 26, 1913, p. 334. 
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acid (1:3), and boil under a reflux condenser 3 hours. Neutralize with 
sodium hydroxide solution, add 20 cc. each of copper sulphate solution 
(130 grams per liter) and saturated sodium bisulphite solution (200 grams 
per liter), and boil 2-3 minutes. After cooling, filter and wash with 
water containing a little of both the reagents to prevent oxidation. Remove 
paper and filter to a flask, mix well with water, and add sufficient hydro- 
chloric acid to dissolve the precipitate. Heat to boiling to reduce the 
filter to a pulp and remove sulphur dioxide, and precipitate the copper 
with hydrogen sulphide gas. After some hours filter on a close filter 
and wash with water containing a little hydrogen sulphide and a few drops 
of hydrochloric acid. 

Evaporate the filtrate to small volume, take up in hot water if neces- 
sary, with the addition of a few drops of hydrochloric acid, nearly neu- 
tralize with ammonia, dilute to 70 cc., and after cooling add 20 cc. of 
ammonia water (I : 1). 

Precipitate with a mixture of 25 cc. of 10% silver nitrate and 25 cc. 
of 1:1 ammonia water, added drop by drop with stirring. After standing 
some hours in a dark place, filter, wash three times with 4% ammonia 
water (1:6), then with water, containing 2.5 cc. of strong ammonia per 
too cc., until free from nitrates. Wash out the ammonia with 70% 
alcohol, dry in a water oven, and determine nitrogen. 

The results are most accurately expressed as percentage of purine 
nitrogen, since the factors for the different purine bases differ somewhat. 
Some authors calculate the results in terms of xanthine, using the factor 
Zeke 

Dine Methods for Separating Meat Nitrogenous Compounds—Among 
the methods which need be but briefly mentioned, as they have been 
largely displaced in recent years, are those of Liebig (alcohol solubility), 
Bruylants * (fractional precipitation by various strengths of alcohol), 
Hehner + (precipitation by methylated spirits), Rideal and Stewart } 
(precipitation by chlorine), Allen and Searle § (precipitation by bromine), 
and various methods based on precipitation by phosphotungstic acid. 

Determination of Acidity.—Titrate with N/1o alkali a weighed por- 
tion of the material dissolved in water, using phenolphthalein or delicate 
litmus paper as indicator. Calculate as lactic acid. 


* Jour. Pharm. Chem., 5, 1897, p. 515. 
} Analyst, 10, 1885, p. 221. 

t Ibid., 22, 1897, p. 228. 

§ Ibid., 22, 1897, p. 259. 
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Determination of Coagulation Point.—Dilute with water to over- 
come the influence of coloring matter and other interfering substances. 
Place in a test tube 2 cm. in diameter and introduce a thermometer through 
a perforated cork. Heat the test tube in a beaker of water, stirring the 
solution with the thermometer during the heating, and note the coagulation 
point. 

Determination of Sugars.—W. B. Smith Method.*—To a solution of 
5 grams of the meat extract in 25 cc. of water add an excess (4-6 grams) 
of solid picric acid and an excess (40-60 cc.) of 20% phosphotungstic acid 
solution. Mix, make up to Joo cc., shake, and filter through a dry paper. 
To 60 cc. of the filtrate add 3 cc. of concentrated hydrochloric acid, make 
up to 66 cc., and filter quickly, Determine copper reducing power of 
the filtrate both directly and after inversion, neutralizing in both cases. 
See Chapter XIV. 

Determination of Glycerol This substance is sometimes used as 
a preservative for fluid preparations. Bigelow and Cook t evaporate 
to dryness, extract with acetone, remove the meat bases by precipitation 
with silver nitrate, followed by phosphotungstic acid, and determine 
the glycerin in the filtrate by Hehner’s method. 

Detection of Preservatives in Meat Extracts.—Boric acid is some- 
times used as a preservative in these preparations, and is tested for by 
the usual methods (Chapter XVIII). 


GELATIN. 


Gelatin may be regarded as a food adjunct rather than as a food. 
The food value of preparations containing gelatin is due chiefly to the 
sugar and other constituents as the amount of gelatin is sma]l and what 
is present serves chiefly as fuel and not as a substitute for true proteins 
since a diet containing gelatin as the only nitrogenous constituent will not 
support life. 

The product used for food should be obtained from clean material 
such as bones, calves’ feet, etc. It consists essentially of glutin and its 
derivative glutose. 

According to the U. S. piandard it should contain at least 15% of 
nitrogen and not more than 2% of ash. 


* Jour. Ind. Eng. Chem., 8, 916, p. 1024. 
TU. S. Dept. of Agric., Bur. of Chem., Bul. 114, p. 42. 
t Jour. Soc. Chem. Ind., 8, 1889, p. 4. 
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Common impurities are sulphur dioxide and traces of arsenic. Copper, 
zinc (indicating glue stock preserved with zinc salts), and Jead are occa- 
sionally present. 

In detecting sulphur dioxide, Alexander * recommends distillation 
and determination by the gravimetric rather than the iodimetric method. 


FISH. 


General Composition.—Fish resembles meat both structurally and in 
the nature of its constituents, but differs from it in the relative proportions 
of its various components. Thus, there is considerably more refuse 
matter such as skin and bones in fish than in meat, and in the edible 
portion of fish the amount of water and ash is usually greater and of fat 
is less. Comparing the nitrogenous components of each, we find in fish 
more of the gelatin-yielding matter (collagen) and less of the extractives 
than in meat. There is much less hemoglobin or allied coloring sub- 
stance in the flesh and blood of fish than in meat, which accounts for the 
white color usually characteristic of the former. Certain fish, however, 
like the salmon, probably owe their distinctive color to a pigment be- 
longing to the lipochrome class, while the colored areas in salt herring are 
due, according to Griebel,t to a red pigment, soluble in trimethylamin 
and similar weak bases, derived from the eyes of marine animals eaten 
by the fish. The common belief that fish contains markedly more phos- 
phorus and is a better brain food than meat is not in accordance with 
the facts, although fish roe and milt are rich in phosphates and lecithin 
as well as in proteins. As regards digestibility, fish is regarded as superior 
to meat although certain varieties rich in fat and all crustaceans are excep- 
tions to the rule. 

According to Atwater and Bryant { the composition of different vari- 
eties of true or vertebrate fish is as given on page 260. 

Fat Content of Fish.—Hutchison § classifies fish as follows with ref- 
erence to their content of fat: (1) lean, with less than 2% of fat, such as 

cod and haddock; (2) medium, with 2-5% of fat, such as halibut and 
mackerel; (3) fat, with more than 5% of fat, such as salmon, eels, turbot, 
and herring. 
ee Ee nr eee ae ae 
* Jour. Amer. Chem. Soc., 29, 1907, p- 783- 
+ Zeits. Unters. Nahr. Genussm., 19, 1910, p. 424. 


{ U. S. Dept. of Agric., Off. of Exp. Sta., Bul. 28, p. 47 et seq. 
§ Food and the Principles of Dietetics. 
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COMPOSITION OF FISH. 


Protein. 

oa ne Fuel 
Refuse.| Water. ae By Fat. | Ash. vas 
6.25 Differ- Pound. 

ence. 
Bass— Edible sportionererte sites -rerereal sevelerere Chelesyh |) ated) |) etek || Bats || aia2) | ails 
as purchased... .......c---- Sido) |) Gist O24n |e 853 I.1 0.5 200 
Bluefish— edible portion......-...---|------ Gisa || 2kojo2b || Gey || 30.83 123) |e 4ro 
AS/PULC WASEO ca setereratctetets terete PS tess} || meee | GAG || O20 | On || one 
Cod— edible portions- cea. > <1 eden Spina) Mn tests) || Oa | tine || gas 
asipuLchased semeisss cece 5250 30-7 le On4 el aSe0) |tOs2i| NOOR menos 
Eel— @ablolls jaonholes os6coG6anellasocns 7120) LOsOn|ekOxs. MeO a L204 (NE 730 
asypuce Wa SeCeyerste ereteaielelerelete Por) |) Grieed ||| seta) || B®) || 72 || Ox) |) G&e 
Haddock—edible portion..........-.-|.----- 8227 | 1722 | T6-890-3 ee] BAR 
ASU CMA Sed etevoterelelelelelsetel=l= hero eae) || Ke ee |] 6A || Ca || axes 
Halibut— edible portion(. ser cicisicic/s'-)| = seat Sean GIS. Only TO 24m Seon ete On mes Oc 
aS) Puce ase dav eete setts ste ters E727 OD On | abs asus ek EE || aley || 21570) 
Herring— edible portion.............|...... Pas |) ag |) Tew |) 4p I.5 | 660 
as purchased sm -velyseieterterey A2 OMA re aseL=2) |etO-Ol mes eOnmOsO)mEay/c 
Mackerel—edible portion............./.....- 2c Ag LO fall Ooo al mya £22) | O45 
as purchased emmeeereee ees Asa? || Meee || nieees |b atesey | || O29 || aos 
Perch——) = edible! portions 2. tenje> 1s 7527) LOs3e|) 19 aL Om mutes 530 
aS) PULCHASEC smctectec erie as G2e5 2824 ul 73 Gee Ts 0.4 | 200 
Pickerel— edible portion.............|....-- Hoey | scarf RA |) ay | Gee || are, 
as purchased s.scistes sisi) sie ATT Az? 0.9) || 1027. 20239] O- On maT 
Salmon— edible portion.............|.---.- OIE) || Bee) Ilia | si) | vk | ws) 
as purchased qasceces eee 34-0 40-9 WETS .a30 le r424 | Os Om nO OnlEmODO 
Shad——seediblesportion® sasecielsa = eee HOLD Kets PiksOol| Ook Tig 750 
aS purchased sects sie SOon ess a2 OLAe| anne 4-8 5 Oey, 380 
Skate— edible portion............./.....- CPE tren site || sas) |) dese | fee 
AS\pPUnCH ASE sere ereiselnrel roe oe 51.08) 40521) S29) ||725 | ony mrosOnlmEZOs 
Smelt—__ edible portion.............|.----- i[Sloes |) e7f5On| etjeey |) sec} || acsg) |} aoe 
AS PUTCRASEC sree re slaee eee ALLO) | AO. ta!) Osta NTOLON RTE OsEUEOn EEO 
Trout— edible portion 22.52.6504 -1ll0-s ee Hf || Wa || tao) || ae HA ane 
as/purehase derma cree aa 48.1 | 40-4 | '9.9'| 6:8 | -x12°]) ©.6)) ago 
Turbot— edible portion.............]....-- 4-4 | 14.8 | 12.9 | t4.4 | eg peneee 
as purchased........+..+-. 47-7) 37-310 727) | 6:8] 75) BormiansGs 
Whitefish—edible portion.............|.--..- 69.8 | 22.9 | 22.1 6.5 1.6 | 700 
asipurchasedaaeaeece as ast 53-55 | 32-5 || LO-O1| £02 35s On mnOn a maa 


Clark and Almy * note considerable variation in the fat of migratory 
fish such as shad and mackerel, due to season, age, time of spawning, 
and feeding, but little in bottom fish such as haddock and flounders. 

Rohrig ¢ bases his distinction of sardines from French and Brabant 
anchovies on the differences in fat content, the former containing 7-10%, 
the latter 0.8-3.10%. This distinction is of no value in the examination 
of sardines in oil. 

Behre and Frerichs { employ the percentage of fat and the fat con- 


* Jour. Biol. Chem., 29, 1917, xxii. 
} Ber. Chem. Unters. Anst. Leipzig, 1910, p. 13. 
} Zeits. Unters. Nahr. Genussm., 24, 1912, p. 676. 
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stants as a means of distinguishing anchovy butter from imitations made 
from herring and other foreign fish. The following data are given by 
them: 


Number of Iodine Number] Refraction of 

Samples. Water. Fat, of Fat. Fat, 40° C. 
MIC OTE tes Palen clr aiale ene aus 01% ais 13.40 83. 51 41.38 45 
Anchovies... g 65.07-74. 46 Tt 4— 136 138.7-176.7 74-75 
Herring..... 2 52.40-56.20 10.62-11,76 IOI, I-I09.1 64-66 


From the above figures the authors named conclude that anchovy 
butter with less than 10% of fat probably contains no herring; if the 
fat content reaches 15% the iodine number should not be over 60 and the 
refraction over 50. 

Characteristics of Fresh Fish.—Fish of all kinds should be eaten 
when perfectly fresh, as it undergoes decomposition much sooner than 
meat when killed. While with meat aging is often beneficial to bring 
out requisite tenderness and flavor, in the case of fish deterioration begins 
almost immediately after death. Even though certain varieties of fish 
may be kept firm and wholesome for some days on ice, the flavor is dis- 
tinctly impaired by long keeping. When, however, fish is frozen while 
perfectly fresh changes are arrested. Smith * could detect no appre- 
ciable change in composition, food value, or sanitary condition in fish 
frozen for 9 months and Perlzweig and Gies ¢ found none in fish frozen 
2 years. Fish that is not perfectly firm to the touch, or that has abnor- 
mally dry scales, or that shows blubber at the gills, or that possesses the 
marked odor that accompanies incipient decomposition, should not be 
used as food. 

The Roe of shad, cod, and other fish is eaten fresh and is valuable 
not only for its protein, fat, and carbohydrates but also for its lecithin 
and cholesterol. Fish milt is also used for food. 

Caviar is salted sturgeon roe. The best grades are obtained from 
southern Russia, inferior grades from the river Elbe. Salted cod roe, a 
common substitute, is characterized by its lower fat content. From the 
data available it is difficult to give a minimum limit for fat in caviar. 
Analyses by Riminit and Grossfeld § give a minimum fat content of 
14.67% for true caviar and a maximum fat of 4.44% for cod roe pre- 


* Biochem. Bul., 3, 1913; Pp. 54. 

+ Ibid., p. 60. 

t Staz., sper. agrar. Ital., 36, 1903, p. 249. 

§ Kénig’s Chemie der Mensch. Nahrungs- und Genussmittel 4 Aufl. ITT, 2, p. 159. 
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pared in a similar manner. Buttenberg’s analyses,* however, show a 
minimum of 7.59% of fat in true caviar and 1.27% of fat in a single sample 
of salted cod roe. : 

Crustaceans and Mollusks.—These differ from the meats and com- 
mon fish in that they contain considerable carbohydrate (glycogen) but 
no creatine or creatinine. The Jobster and crab are nearly alike in com- 
position, the flesh being made up of coarse, dense, thick-walled fibers. 

Payen gives the following composition of the flesh and body of lobster: 


Flesh (contained in 


Body (consisting 
Claws and Tail). 


mainly of Liver). 


WAVE ant Sede goue 2s 76.6 84.31 
Protein. eres ee hee TO.17 12.14 
ES baloe acho ste censors Lan ree 


Clams and Oysters are low in solid nutriment, and are more digestible 
when eaten raw.than cooked. Oysters contain 3% or more of glycogen, 
and distinct amounts of copper the physiological role of which is analogous 
to that of iron in the blood of higher animals. 

The following analyses are from Atwater and Bryant’s compilation: 


COMPOSITION OF SHELL FISH, ETC. 


an Car- Value 
Refuse.} Water. AUR Fat. | bohy- | Ash. per 
Ae drates. Pound. 
Cals. 
Clams-— edible; portiontmra. aes oho [eS5r0 el) TOjOnl at TO! |i 200] man OMiEROAO 
as)purchased je-nie)eist: 41.9 | 49.9 5.0 0.6 Ted Tes 140 
Crabs— edible portion n..06) eo eae eset elon Pixey\ Sine) || Bu | ae 
as purchased ianmuctanss 52. 30075 | = 7/c0n| 50.0 m| esOn On | meaincm TOS 
Lobster— _ edible portion............ Pate 79-2") 10740) “1e87|) 10.4" mee coe esOO 
asipurchasedar ces nuesti 61. Bony 5:0) 0.7 |i On2nlmOnculmrAG 
Mussels— __ edible portion............ Hob | Ye 8.7 nesses 1.9 | 285 
as;purchascdesem eater 46. 44.9 4.6 0.6 2.2 1.0 150 
Oysters— » edible portion’ :..-...0.4: Ron ONG) | Meee || teal Sine || Pa@-| Bas 
ag purchased: eae erie 81. TOWLE) Rt 2201 NOs2 OnE ENOnd! 45 
Scallops as purchased|!y. ...a0. +: Soci eit) meds Syl \f bear eye 
Terrapin— edibie portion............ aa: Hes Pee > Sauls Tr) esas 
as Purchased -eeenee renee Se TORS PES | BORO On25 | aera5 
Turtle— edibletportonaesraen ener S6n6 15s lk EOS. || nS ¥2))\|300 
as purchased. semen hen 76. TO). 2) | erdee7 eso 0.3 go 
Frogs’ Legs—edible portion............ ne See Ge || Tene TOnen2Os 
asyourchased sacs ayn Pee) || SO.G) || UeEG |) Cox On7, 200 


* Ber. Hyg. Inst. Hamburg, 1900-2, p. 13. 
t U. S. Dept. of Agric., Off. of Exp. Sta., Bul. 28, p. 52. 
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Canned Fish.—Modern methods of canning are particularly valu- 
able in the fish industry owing to the perishable nature of the product 
and often the remoteness of the supply. With us salmon, tunny, and 
lobster are the best known varieties preserved by simple canning, while 
sardines and herring are the most popular fish treated by salting, 
smoking, or the addition of oil, spices, and various condiments previous to 
canning. 

While the packing of decomposed fish, spoilage due to imperfect 
sterilization, and the substitution of inferior varieties have not been un- 
common, the detection of these irregularities or defects, now fortunately 
infrequent, falls to the bacteriologist or zoologist; the examination for 
foreign oils and tin, however, is a frequent duty of the chemist. Olive 
oil is used in packing the best grade of French and Norwegian sardines, 
but cotton seed oil is commonly substituted in the preparation of the 
cheaper American product, the nature of the oil being distinctly stated 
on the label, thus complying with the requirements of food laws. 

Tin, in the form of salts dissolved from the can, is still a matter of 
concern, although packers have made serious effort to reduce the amount 
by using lacquered cans and paper or veneer linings. In samples of 
sardines put up in mustard, vinegar, and oil, the Massachusetts Board 
has found as high as 0.376 gram of tin in a half-pound can, the corrosion 
of the can being very marked, Crustaceans, because of their content 
of free amino compounds, act with special. avidity on tin. Bigelow and 
Bacon * found that monomethylamin in canned shrimps attacks the can 
as do free amino acids in certain vegetables. 

The United States Government, pending further investigation, has 
allowed 0.300 gram of tin per kilo in canned fish, as well as in canned 
meats, vegetables, and fruits (F. I. D. 126). The unavoidable amount 
of tin present, however objectionable, is more than offset by the advan- 
tages of the canning system. For the detection of tin see Chapter 
XXI. 
Salted and Smoked Fish.—Preservation by drying, salting, or smoking 
as well as a combination of two or all of these methods, is as ancient as 
canning is modern. While it is of first importance that the fish is true 
to name, sound when packed, and kept sound by proper handling, the 
chemist is chiefly concerned with the examination for colors and preser- 
atives as noted on page 265. 


* Jour. Ind. Eng. Chem., 3, 1911, p. 832. 
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Floating of Shellfish.—Ovysters and other shellfish, either in the shell, 
or, more commonly, after shucking, are often subjected to “ floating ” 
or ‘‘ drinking” in fresh or brackish water or else shipped in direct con- 
tact with lumps of ice. Both practices cause the shellfish to greatly 
increase in size, owing to the absorption of an undue amount of water, 
and if not labelled “ floated ” the product is adulterated under the federal 
law and the laws of certain states. 

It is, however, not regarded as improper to drink oysters in water of 
a saline content equal to that in which they will grow to maturity or to 
wash the shucked oysters in unpolluted, cold or iced water for the mini- 
mum time required for cleaning and chilling. After washing they should 
be drained and packed for shipment in tight receptacles surrounded by 
ice but protected from the absorption of the water resulting from the 
melting of the ice. 

Nelson advocates the floating of oysters in clean water with a lower 
salt content than that of the beds because (1) dirt is eliminated, (2) the 
volume of flesh is increased, (3) a better color and texture are secured, 
(4) shrinkage is decreased, and (5) the water content during transporta- 
tion and storage is retained. 

Often shellfish is polluted by growing or floating in impure water, 
handling under insanitary conditions, or packing in unclean receptacles. 

As oysters cannot reach the consumer in satisfactory condition it 
shipped in their own liquor, the loss of food constituents on draining comes 
up for consideration. Baylac * reports in a liter of the liquor about 2 
grams of albumin as well as determinable amounts of urea, ammonium 
salts, and inorganic matter. The amount of organic matter in the liquor 
from Mediterranean oysters is greater than in that of oysters from the 
ocean. 

Scallops.—According to the Maine Experiment Station,t scallops 
properly handled should contain not less than 20% of dry matter. The 
following is a summary of analyses of soaked and unsoaked scallops by 
Sullivan,t the swelling of the meats being sufficient in some cases to make 
44 gallons fill'a 7-gallon keg: 


* Comp. rend. soc. biol., 62, 1907, p. 250. 
t Offic. Insp., 55, 1913, P. 149. 
t Amer. Food Jour., 10, 1915, p. 472. 
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SSS SSS a a ae ee 


UNSOAKED (31 SAMPLES). SOAKED (12 SAMPLES). 
Max. Min. Aver. Max. Min. Aver. 
Solidsae ae. 24.17 19.21 22.48 19.64 14.18 16.20 
Protem.:.... 15.69 12.62 14.38 11.80 9.06 TOMS 
IAS Dee aor eae 1.81 Tee r.56 i 3 0.93 E02 


Clams.—At the Maine Station it was found that the drained meats of 
clams, which contained when opened 24.9% of solid matter, took up on 
soaking over night in salt water sufficient liquid to reduce the percentage 
of dry matter to 15.3. While it is recognized that clams will not keep 
in their own liquor, it is insisted that they be rinsed not longer than t 
minute in cold water or else 2 minutes in hot water, followed by 2 minutes 
in cold water. 

Preservatives in Fish and Oysters.—Boric acid and borax in mixture 
and sodium benzoate form the most common preservatives of salt dried 
fish and of oysters. In the case of salt codfish, the preservative is sprinkled 
on the surface.* Such surface application is allowed under the laws 
of some states, as for example, Massachusetts, and under the federal law, 
provided directions for the removal of the preservative are given on the 
package. In opened oysters sold in casks and kegs, boric mixture has 
been used commonly in solution in the oyster liquor, but is now infre- 
quent. Ishida f calls attention to the presence of a trace of formalde- 
hyde in fresh crab meat and distinct amounts after being preserved 8 months. 

Artificial Colors of the coal-tar group are used to give smoked fish a 
rich brown color. The New York City Board of Health has brought 
to notice the coloring of cheaper fish in imitation of salmon. 

Methods of Analysis.—These are similar to the methods given for 
meat. 


CONCENTRATED FOODS. 


Under the name of “‘ condensed ”’ or “ concentrated foods ” or “ emer- 
gency rations”? a number of canned preparations are sold for the use of 
campers, travelers, armies in the field, etc. ‘These consist usually of 
mixtures of dried ground meats and vegetables, pressed together in com- 
pact form, and preserved in tin cans. The claims made for the food value 
of these preparations are, as a rule, extravagant and erroneous, as shown 


* Bitting, U. S. Dept. of Agric., Bur. of Chem., Bul. 133, 1911. 
+ Jour. Pharm. Soc. Japan, 422, 1917, p. 300. 
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by Woods and Merrill,* who give the following analyses of some of these 
foods: 


Weight of Materials in Package. 


Welght Total 
sents Pro- Carbo- Value. 

* | Water. teins, Fat. pw ibe Ash. 
Grams.|Grams.| Grams.|Grams.| Grams.!Grams.| Gals. 
Ration cartridge, pea, beef, etc....-....] 241 | 34-2 | 52-9 | 42.0 | 98.0 | 13.9 | 1074 
Blue ration campaigning food, a....... TOO) | 7O2T 137-25 1) Olle 37 -Oulmon sama a 
ae ‘ce SOU steene ae 78 120) |) 1550) 225 r 4050 T-4>| 9430 
Red ration campaigning food, a........ T2213 3200 (920-2 iTOo ous 7 Onl 7a ae OO 
Go Oe af ESO Doo crereste Hal Te GcOnls 232 Onle4 OO) en ceo nmAoU 
Ration cartridge, potatoes, beef, etc. . ..| 283 |117-9 | 62.3 | 12.6 | 76.4 | 13-8 772 
Emergency ration; @..-\s2-e mee al £20) |) T4-2)5/950-1) (520-03) 1120) 7 Sa OLy 
te ee Ow ace cette s Ate Ti ZeQ | 1Sa2) (32.275 OS-Oeae2 622 
[imergency Tallon, sees ee were ei TT 4a 5 a7 hoo. 42208 Onell Gea TO 
a Oe O ereteyais elec sie eae eM aye || Glogs | Gey || @ebtS | aw) || Gets 
INaommest food teers estar eee 437 |231-3 | 56-9 | 90-1 | 46.2 | 12.5 | 1328 
(Atri atatlons yerieeiersis te eiete fers eet tee 661 |420.2 |ror.2 | 84.3] 47-9 | 7-4 | 1542 
Standard emergency ration.......-...- 418 | 23.6 |129.6 | 90.5 |160.3 | I4-0 | 2198 
ss = tein Coteyerretete terete 270 | 17-0 | 50.6 | 54.8 |137.0 | 10.6 | 1402 
« « Chae Dent peeere eee AQAINO- Suse 20 LOs5 1134.0 uOLS 254 
NSCtGpOOU ateloletetseatelete retest -teterarer 423 | 30-7 | 75-1 |167.3 |119.8 | 30-1 | 2430 
Tanty emergency ration.............. 475 |313-5 | 60.2 | 48.6 | 41-9 | 10-8 | 1482 
F-A Food Company’s stew... ...----- 964 |638.0 |149-2 114-5 | 52-5 | 9-8 | 2460 


* Maine Exp. Sta., Bul. 75, p. 103. 
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Nature and Structure——Though eggs of various birds are used to 
some extent as food, it is the egg of the hen that is in universal use for 
this purpose, and therefore the one which is here for the most part dis- 
cussed, bearing in mind that the structure and composition of all varieties 
of birds’ eggs are closely analogous. 

Fig. 60 shows the longitudinal section of a hen’s egg. 


Fic. 60.—Longitudinal Section of a Hen’s Egg. a, Shell; 6, Double Membrane of Shell; 
c, Air-chamber; d, Outer, or Fluid Albuminous Layer; e, Thick, Middle Albuminous 
Layer; f, Inner Albuminous Layer; g, Membrane of the Chalaza; hh, the Chalaza; 
i, Vitelline Membrane; j, Germ; k, Yolk; /, Latebra. (After Macé.) 

Weight of Eggs.—The average weights of whole and parts of hens’ 
eggs, as given by Langworthy * and Serono and Palazzi f (the latter for 


1000 eggs), are as follows: 


Langworthy, . | Serono and Palazzi, 
grams. grams. 
Shella. s 6 7 
White sere erect tare 33 32 
BIG oh NS aoe ae che SPR 18 19 
ALotalerietts: 57 58 


Hee ee ES eee 
*U.S. Dept. Agric., Farmers’ Bul. 128, 1901. 


t Arch. farm. sper., 11, p. 553. 
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The data given in the following table were obtained by Woods and 


Merrill :* 


AVERAGE WEIGHTS OF EGGS AND PARTS AS PREPARED FOR ANALYSIS. 


Duck 


Weight Weight Boiled. 
as 
Received.| Shell : : 

(Ref a6 Ny. White. Yolk. 

Grams Grams. | Grams. | Grams. 
I05.5 Tires, 60.1 30.9 
Igo0.4 2405 98-5 64.8 
7° 6 i) 2 36. 5 24.4 
eae 5-6 20.9 T2755 


Total.! 


Grams. 


102.7 
187.4 
68.1 
39-0 


White. | 


(Refuse). hee 
Per Cent. Per Cent.} Per Cent. 
nate.) 56.5 30.1 
12 S20) 34. 
10. 53-6 | 35.8 
14. 53-6 32.0 


1Shrinkage due to loss in preparation and cooking. 


Proximate Composition.—In the following table appear analyses by 
Woods and Merrill of the samples described above, also the average of 
analyses of hens’ eggs taken from Atwater and Bryant’s Compilation: 


a E 

Turkey— sWitete cveterereteteteiatareteie seri yeetaters 86.7 
YO oh ss Sh Ss Sees celee eee 48.3 

entireredible portions meee Hie) 

aS) PULCIASeC se eriser ee Toon Os ss 

Goose— pwhitesmsacpere mererclee a\Stersoll eeneietos 86.3 
Ol Rees ere tates eae ey eee 44.1 

entire edible portion... )|esaeee 69-5 

as) purchasedeecmees see DAS 2a eGOey) 

Duck— WHILE oee eee sulci ole mete 87.0 
Ol irscre cic ere wa oe etapere, saterereeioe 45-8 

entire ediblesportionas= epee 70.5 

aS purchased a -sreistererayee T3e7 10030) 

Guinea fowl—white;..2-ee eee scceeiaceeee 86.6 
fo) ee oo 49-7 
entineredibespornonsasrret sense 72.8 
asupurchasecectierteer ree 16.9 | 60.6 

Hen— Whites sc teecsclocte eitecie a leyerisee 86.2 
yolk..j.7se<Aeaaes Semen 49-5 

entire edible portionsa---|eeeee. “Boll 

asyputehasedsn emer ris2 | 65.5 


COMPOSITION OF EGGS. 


* Maine Exp. Sta., Bul. 75, rgor. 
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Ash.—The mineral content of the egg is thus shown by Konig: 


COMPOSITION OF THE ASH OF EGGS. 


Hope Potash.| Sod. Li Mag _ Phere Be Chl 
otash.| Soda. ime. S- f i huri ilica. oe 
Sub- nesia. | Oxide. eee eee eal Tine. 


stance. 


Hen’s egg: entire.| 3.48 | 17.37| 22.87] 10.91] 1.14 | 0.39 | 37.62| 0:32 | 0.31 | 8.98 
White)| 4506 530-45) 30.5792. 78)0 2.70) |. 0.57 4.41) 2.12 | 1.06 128.82 
yolk. .} 2.91 O2Z0) 5 O7/|NTSO4 e213 s\erAOSi| (OS 24 Ol yeaa: 0.86 | 1.95 


Egg Shell, according to Konig, has the following composition: 


San aCat DONEC ita Soi ee. Lo ss afi ics 89 .0-97% 
esse MOCArTDONAie a. = etic. so oss ee = ce oes 0.0- 2% 
Calcium and magnesium phosphate..........-. otal Wy//) 
Die ANC seta nCes mee nes he me roe ee 2.0- 5% 


Egg Membrane, the skin covering the white, consists chiefly of a 
protein of the keratin group. 

White of Egg is an albuminous fluid without cellular structure. It 
has a specific gravity of 1.038-1.045, contains 12-18% of solids, and is 
always alkaline in reaction. When fresh the alkalinity is slight, but 
during ageing increases markedly, owing to the formation of ammonia. 
Determinations of ammonia are accordingly valuable in detecting deteri- 
oration. A blue color forms in the portion of the white adjacent to the 
yolk on boiling; this is due to iron sulphide formed by the action of hydro- 
gen sulphide, liberated from the white, on iron of the yolk. The well- 
known blackening of silver by eggs is due to silver sulphide formed in a 
similar manner. 

The average composition of the white of hens’ eggs is as follows: 


NEES on aol) oo use ano ee eee 86.2% 
Pat mleciin  COOIEStCTOL, ClO we 2 = sien» 5:0 2 ie 3 traces 
RUS ES Se eee 1257 % 
ISSO. 5 i OR TOE OR ae Ce a 0.5% 
JC he Re eee Ah GOR ET 0.6% 
100.0% 


Fats, Lecithin, and Cholesterol are present only in negligible quantities. 
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Proteins —According to Osborne and Campbell * the proteins of 
the white of egg are four in number: ovalbumin, conalbumin, ovomucin, 
and ovomucoid. No sharp and distinct separation of these bodies has 
yet been made. 

Ovalbumin is a crystallizable protein and forms with conalbumin the 
largest portion of the protein of the egg white. In a 2.5% solution in 
water, the ovalbumin starts to coagulate at 60° and yields a dense coagulum 
at 64°. Stronger solutions require a somewhat higher temperature for 
coagulation. 

Conalbumin bears a close resemblance to ovalbumin, but is not crys- 
talline, coagulates at a lower temperature (below 60°), and the coagulum 
is more flocculent. 

Ovomucin is a globulin-like substance, precipitated from egg white 
by dilution with water. When dried and washed with alcohol it is a light, 
white powder soluble in strong sodium chloride solution. Some authors 
consider it as a part of ‘‘ ovoglobulin ” which is precipitated completely 
by saturation with magnesium sulphate, or half saturation with ammonium 
sulphate. 

Ovomucoid is not coagulable by heat and may be separated (imperfectly) 
from the filtrate from the coagulable proteins. It is precipitated by alco- 
hol and saturation with ammonium sulphate, but not by half saturation 
or by any proportion of sodium chloride, sodium sulphate, or magnesium 
sulphate. 

Carbohydrates—Kojo + reports 0.55% and Morner{ 0.3-0.5% of 
dextrose. Diamare § suggests that the sugar is not present as such, 
at least at the outstart, but is formed by the action of an amylolytic enzyme. 

Ash is present to the extent of o.04-0.07% and consists, as shown 
by the analyses on page 269, chiefly of alkali chlorides. 

Egg Yolk.—This contains over 50% of solids or about four times that 
of the white and is also much more complex in composition. In addition 
to proteins it contains large amounts of fat, lecithin, and other phospho- 
lipins, also glucolipins, cholesterol, lutein (a lipochrome), hematogen 
(a nuclein ?), salts, and other constituents. 

Because of the complex composition of egg yolk which is as yet im- 


* Jour. Amer. Chem. Soc., 22, 1900, p. 422. 
} Zeits. physiol. Chem , 75, 1911, p. 1. 

t Ibid., 80, p. 430. 

§ Chem. Zentbl., 1, r910, p. 1732. 
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perfectly understood, an accurate statement of composition is impossible. 
The following is based on the data at present available: 


AWM onc 8S SE a ae 49.5% 
Elem Se oe ee ee ee os 18.0% 
Lecithin and other phospholipins................ 11.0% 
Efatciavovovitellin, cic) ee 6oecs. 0.2 el. Soles le. 14.5% 
DBS EICE SS ie at, esr oye eae ee 0.3% 
Lutein, cholesterol, hematogen, cerasin (?), etc..-. 5.7% 
EUS cs staple I SiS Tee a 1.0% 

100.0% 


The Fat of egg yolk, extracted in various ways, has been studied by 
several investigators, but their results are far from comparable. 

Pennington * first dried the yolk by extraction for 2 days with abso- 
lute alcohol, evaporated the extract to dryness, and added the residue 
to the portion insoluble in the alcohol; she then ground the mass and 
extracted the fat for 2 days with petroleum ether (b. pt. 60° C.). Spaeth t 
and also Kitt,t secured the fat by extracting the dried egg yolk with ether, 
while Palladino and Toso § expressed it from the yolk after boiling. 

The constants of the fat obtained by the authors named, also Serono 


and Palazzi,|| follow: 


°, ic, a od 
+ a £14 g | 33 
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a 4 B a S j x < i < | 
Serono and Palazzi.|0,0121 | 2... |... | «... | 82-3 | 108.9] ... Seek Nee. o . 37° 
Pennington....... Sea ee NN tA O27 eter ons Pete || O228all L790 Oll,. cyar ela Ota 206 - 
Spaethonn cs cies crre OLSSi* (%.4703i ess laa. || O85) 184.4] (01.7 Pen e || br 36 
AE Gree enstetatecese1507 GAOEAAL | ste =e oaks eae Eee LOO 324054 95.2 | 195 rf 
Paladino and Toso.|}0.9156f] .... 9° PREM Wethiarh | aseitatelli Go ees 35 


* At 100.° + Of fatty acids 72.6. ft At 20°. 


Lecithin (C42HgsNPOg) is a characteristic constituent of egg yolk 
especially useful in detecting the presence and approximate amount of 


eggs in alimentary paste. 


* Jour. Biol. Chem., 7, 1910, p. 109. 

+ Zeits. Nahr. Unters. Hyg., 10, 1896, p. 171. 

t Chem. Ztg., 21, 1897, p. 303. 

§ Gior. pharm. chim.; abs. Jour. pharm. chim., 6, 1896, p. 247. 
|| Arch, farm. sper., I1, Pp. 553- 
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Lutein (C4oHs6O2), the chief coloring matter of egg yolk, has the 
same empirical formula as xanthophyl and carotin, but has a lower melting 
point than xanthophyl and is more soluble in alcohol than carotin. 

Cholesterol (C27H44O) is present, according to Berg and Angerhausen,* 
in amounts equivalent to about 1.40% in hens’ and duck eggs. 

Ovovitellin, the characteristic phosphoprotein of eggs, has been studied 
by Osborne and Campbell, who believe the substance as ordinarily isolated 
to be a mixture of compounds of true vitellin and lecithin. 

Hematogen has been isolated by Bunge,t who believes it to be the 
mother substance of hemaglobin. It is similar to the nucleins and con- 
tains sulphur, phosphorus, and iron. 

Sugar.—A small amount of dextrose is present in egg yolk. 

Grades of Eggs.—Various systems of sorting are in vogue in dif- 
ferent regions, but the following classification appears to be most common: 

1. Extras.—Eggs of good size and uniform color, free from all defects. 

2. Firsts—Same as extras, but not of uniform color. 

3. Seconds—Small, dirty, checked, “weak” (with thin whites), 
and “leaker” eggs. 

4. “ Spots.”—showing on candling dark areas due to mold or de- 
veloping embryo (“ blood rings ”’). 

5. ‘‘ Rots.’—Opaque on candling and offensive in odor on opening. 

In addition the following are distinguished: Green Eggs with a green- 
ish color in the white, Musty Eggs with a characteristic disagreeable taste, 
and Sour Eggs, with a sour taste. 

Preservation of Eggs.—Owing to the porous nature of the shell, the 
moisture of the contents gradually grows less by evaporation, and the egg 
loses in weight. Air also passes in through the shell pores, carrying 
various microbes, which result in ultimate decomposition and spoiling 
of the egg. Nature has provided the shell with a thin surface coating of 
mucilaginous matter, which, however, is easily washed off. This coating 
tends to partially close the pores, and for best results in keeping should 
not be removed by washing. 

Eggs are commonly preserved by protecting them as far as possible 
from the air. This is accomplished in a variety of ways, the most common 
being to pack the eggs in salt or bran, so that the packing medium fills 
up the interstices between the eggs. Eggs thus packed will keep con- 
siderably longer than when exposed to the air. A solution of salt is some- 


* Zeits. Unters. Nahr. Genussm., 29, 1915, p. 9. 
{ Jour. Chem. Soc., 93-94, p. 1500. 
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times employed, and also lime water, the eggs being simply packed in * 
the solution. The use of lime water is, however, open to the serious objec- 
tion that a disagreeable odor and taste are imparted to the eggs. 

Eggs are sometimes coated with gelatin, vaseline, wax, or gum, so as 
to cover them with an impervious layer, either by dipping them in the coat- 
ing medium, or by varnishing or otherwise applying the substance to the 
egg shell. By far the most efficacious egg coating has been shown by 
experiments in the North Dakota Experiment Station,* and also in Ger- 
many, to be sodium and potassium silicate, or water glass. The fresh 
eggs, preferably unwashed, are packed in a jar, and a solution of water 
glass (1 part of syrupy water glass to g parts of boiled water) is poured 
over them. According to the North Dakota experiments, at the end 
of three and a half months, eggs packed in this manner the first of August 
appeared to be perfectly fresh. 

One drawback to this method is that eggs so treated break more easily 
on boiling, but this may be prevented by carefully piercing the shell with 
a strong needle. 

Cadet de Vanx has proposed immersing the egg in boiling water for 
twenty seconds, the result being that a very thin layer of the egg-white 
next the shell becomes coagulated, thus forming an Sie TS coating 
inside the shell. 

Cold-storage Eggs.—The preservation of eggs by storage at low tem- 
peratures has become an enormous industry. The temperature employed 
differs somewhat, but a little below the freezing-point of water (—1° to 
—2° C.) gives the best results. The length of storage varies usually from 
one to ten months. 

Experiments conducted by Wiley,f under authorization from Con- 
gress, brought out certain points as to the physical and chemical changes 
found to take place during cold storage. After breaking the shell and 
keeping atroom temperature one day, the odor of eggs stored for 3.5 months 
was different from that of fresh eggs, but was not disagreeable. This 
odor increased on longer storage, and after 12.6 months became very 
characteristic. After 16.6 months, a musty odor was noticed immediately 
after opening the egg. 

Chemical analysis by Cook showed that eggs in storage for one year 
lost 10% of the total weight, due to evaporation of water from the whites. 


* Farmer’s Bul. 103, U.S. Dept. of Agric., p. 18. 
+ U.S. Dept. of Agric., Bur. of Chem., Bul. 115. 
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- Storage also caused a lowering of the amount of coagulable protein and 
of lecithin phosphorus, but an increase in lower nitrogen bodies, pro- 
teoses, and peptones. The acid reaction of yolks diminished during 
storage. 

Microscopical examination by Howard and Read brought to light 
occasional rosette crystals in the yolk of eggs stored for 12 months or 
longer, but the nature of these crystals and their diagnostic value do not 
appear to have been established. 

Spoilage of Eggs.—Pennington * and her co-workers have found an 
average of 2 and 6 organisms per gram respectively in the white and yolk 
of strictly tresh eggs when incubated at 37° C., and 7 and g organisms 
per gram when incubated at 20° C. The average percentage of ammo- 
niacal nitrogen in the whole egg was 0.0013. Resistance to spoilage - 
appears to be greatest in the Spring when the moisture content is least 
and least in August and September when the moisture content is greatest. 
On keeping both the bacterial count and the per cent of ammoniacal 
nitrogen increase, but the latter to a much lesser degree than the former. 
The authors state that for certain constituents at least the count must 
approach Ioc,coo,ooo per gram before chemical methods for the detection 
of bacterial activity are of value. 

Seconds, including medium stale, hatch spots, heavy rollers, dirties, 
checks, and eggs with yolks partially mixed with the white, opened 
aseptically, contained less than rooo organisms per gram, while 26.5% of 
eggs with adhering yolks, 50% with dead embryos, 75.9% of moldy 
eggs, 66.7% of white rots, and 100% of black rots contained over 1oco per 
gram. With the exception of rots few contained B. coli. 

Firsts opened commercially in July had low counts and the same 
was true of most clean-shelled seconds, only 8.3% containing over 1,000,000 
organisms per gram, while 16.6% of the dirties, 18.8% of the checks, and 
20% of the eggs with yolk partially mixed with the white exceeded that 
limit. B. coli ranged up to 1co,coo per gram being no greater in the last 
named grades than in clean-shelled seconds. Market seconds in the 
producing sections during Summer averaged 9.0017-0.co22% of ammo- 
niacal nitrogen, while other grades better than white rots varied up to 
0.0030% or more. 

Houghton and Weber + obtained the following percentages of am- 
moniacal nitrogen calculated to the dry substance of the liquid egg: 


*U. S. Dept. of Agric., Bul. 51, 1914 and 224, 1916. Bur. of Chem. Circ., 98, 1912. 
{ Biochem. Bul. 3, 1914, 447. 
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Folin Folin 

Titration Nesslerization 

Method. Method. 
DOROUIG ET ewe coc co 6 oc. 0.0114% 0.0124% 
SOT Bc 5= See ae a ne 0.0141% 0.0200% 
PSE OUS terete hc eh ios a 0.0173% 0.0215% 
| OES 9 ey See 0.0262% 0.0299% 
Biatkerotseer ec ews... 0.1696% 0.1486% 


The authors also found Klein’s modification of the Van Slyke method 
useful in detecting blood rings, spots and light rots, and the acidity of 
the fat in detecting spots and lower grades. 


FROZEN EGGS. 


In the handling of eggs many become cracked or otherwise injured 
to an extent which renders them unfit for transportation. These are 
either sold to bakers for immediate use, or else opened and kept from 
spoiling by freezing, or drying. The portions of ‘spot eggs” that do 
not show evidence of damage are also treated by one of these methods, 
but together with white rots are now legitimately sold only for tanning 
certain kinds of leather. 

Pennington and co-workers found that frozen eggs having less than 
5,000,000 bacteria and less than 100,000 B. coli per gram, and with less 
than 0.0024% of ammoniacal nitrogen on the wet basis (0.0087% dry basis) 
can be made from most of the regular breaking stock. 

The preservatives formerly much employed in opened eggs are boric 
acid and formaldehyde. The latter is especially effective as an egg pre- 
servative. If a small quantity be added and stirred into opened. eggs 
that have become absolutely putrid, the result is astonishing. The 
product is completely deodorized, and exhibits the outward appearance 
at least of fresh eggs. 

Formaldehyde, if present, may readily be detected by heating some 
of the egg directly with the hydrochloric-acid ferric-chloride reagent used 
in testing milk for formaldehyde, carrying out the process exactly as in 


the case of milk. 


276 FOOD INSPECTION AND ANALYSIS. 


DESICCATED EGGS. 


This product is placed on the market as a coarse orange-yellow powder. 
It is particularly valuable because of its concentrated form and excellent 
keeping qualities without storing at freezing temperatures. 

Preparation of Desiccated Eggs.—Breaking stock suitable for freezing 
may be preserved by drying, using the same precautions as to cleanliness 
in opening and handling. 

Bailey * who is located in one of the principal breaking sections 
(Kansas) states that the drying is carried out by spreading over cylinders 
or belts which move in a current of warm air or by heating in a vacuum. 
In some processes the drying is finished in wire baskets. The temper- 
ature is kept below 120° F. (49° C.) to prevent coagulation of the albumin. 
Salt or sugar are sometimes added to aid in preservation. 

If properly prepared the powder mixes readily with water, assuming 
much the same form as before drying. 

Composition.—The following are analyses of two samples one (A) 
made by the Bureau of Chemistry, the other (B) by the Massachusetts 
State Board of Health: 


A. B. 
WA tet ne sen ethos te «ote 6.80 5-95 
Protem (N XO:25)255- ee: 45-20 48.15 
Protein by difference... ... parse) 
Eglin poet me aoe ste 38-5 40.56 
Ash....-.2+--+++++++++- 3-5 5-34 


Inspection.—Pennington states that the percentage of ammoniacal 
nitrogen is not a reliable index of the quality of the stock, owing to the 
volatilization of more or less of this constituent during desiccation. As 
in the case of frozen eggs, factory inspection is desirable, particularly as 
the drying is not carried out at a sterilizing temperature.t 


ANALYSIS OF EGGS. 


Physical Examination of Eggs.—Various physical tests, based on 
the gradual increase in size of the air chamber (Fig. 60), have been pre- 
scribed for ascertaining the approximate age of an egg. Thus, accord- 


* Source, Chemistry, and Use of Food Products, Phila., 1914, p. 438. 
} See Maurer, Kan. Agric. Exp. Sta., Bul. 180, p. 345. 
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ing to Delarne, if the egg, when placed in a 10% salt solution sinks to 
the bottom, it may be considered perfectly fresh; if it remains immersed 
in the liquid, it is to be considered at least three days old; and if it rises 
to the surface and floats thereon it is more than five days old. This test 
is a very rough one, and is useful only for eggs that have been kept in 
the air. Preserved eggs cannot be gauged by this means. 

The commercial method of examining eggs is by “ candling,” con- 
sisting in placing the egg in front of an opening in a screen between a bright 
light and the eye. If the egg is fresh, it will show a uniform rose-colored 
tint, without dark spots, the air-chamber being small and occupying 
about one-twentieth the capacity of the egg. If the egg is not fresh, it 
will appear more or less cloudy, being darker as the egg grows older, be- 
coming in extreme cases opaque. At the same time the air-chamber 
grows larger as the age increases. So-called ‘“‘ spots”? show on candling 
black patches. 

Greenlee * has proposed the moisture content as an index of age and 
has devised a “rate formula” for predicting the condition after holding 
for a definite time at a definite temperature. 

Preparation of the Sample.t—The egg is first weighed as a whole and 
afterwards boiled hard, cooled, and again weighed. The shell, white, and 
yolk are then carefully separated and each weighed. After rejecting the 
shell, the yolk and white are separately reduced by a chopping-knife to 
the size of wheat grains. These portions aré dried partially at a tem- 
perature not exceeding 45° C., weighed, and afterwards ground to a fine 
powder in a mortar. 

Pennington separates the yolk from the white by draining on a piece 
of wire gauze, then washes off any adhering white with water and dries 
by extraction with alcohol as described on page 271. 

Fat constants are determined on the petroleum ether extract. 

Determination of Water, Ether Extract, Total Nitrogen, and Ash 
are made in practically the same manner as with flesh foods. It is well 
to determine water with the addition of sand, after which the residue 
may be ground up for extraction with ether, using a continuous flow ex- 
tractor. 

Little attention has been paid as yet to the complete separation and 
determination of the nitrogen compounds in the white and yolk, and it 


———— nn 


* U.S. Dept. of Agric., Bur. of Chem., Bul. 83, tort. 
+ Woods and Merrill, Maine Exp. Sta,. Bul. 75. p. 92. 
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is customary to calculate the protein by the use of the factor 6.25 or by 
difference. 

Determination of Lecithin.—The Juckenack Method (page 366), de- 
vised for noodles, is also applicable to eggs, previously dried at a moderate 
temperature with sand, and to commercial dried eggs. If desired, the 
free lecithin, or that present in the ether extract, and the combined lecithin, 
obtained by extraction with absolute alcohol of the residue after removal 
of the ether extract, may be separately determined. 

Detection of Preservatives.— Formaldehyde may be readily detected by 
heating directly with the acid ferric chloride reagent as described for milk. 

Boric Acid. See Chapter XVIII. Bertrand and Agulhon * find by 
their spectroscopic method 0.116-0.136 mg. of boron as hydroxide per 
kilo of egg white and 0.008 mg. per kilo of egg yolk, to which no pre- 
servative has been added. These amounts are not detectable by ordinary 
methods. 

Salicylic Acid.—Froideaux + proceeds as follows: Mix 25 grams of 
desiccated or 30 grams of liquid egg with 250 cc. of water, stir in 125 
cc. of 8% sodium hydroxide solution, and warm for 45 minutes on a 
water-bath. Break up the mass with a rod and filter. Acidulate the 
filtrate with hydrochloric acid, precipitate proteins with sodium phospho- 
molybdate, filter, extract the filtrate with ether, and proceed as usual. 


EGG SUBSTITUTES. 


There have been many preparations in powdered form sold under 
this name, nearly all claiming to contain all the ingredients of eggs, but 
most of them falling far short of these claims. Some of them, as, for 
instance, those made from desiccated skimmed milk, do contain nitro- 
genous matter, but as a rule little, if any, fat. 

Two samples of ‘“‘egg substitute” sold in Massachusetts were anal- 
yzed with the following results :{ 


iN B. 
POLE tc crak ay eee te ne ore 16.94 13.72 
DAE ee oes eae eee: aiee ee 3-43 3-40 
Water ved. 2 <:. 02 See eee eg ere 6.71 vhaey! 
Corn starch, salts, and coloring matter. 72.92 70.87 


* Compt. rend., 1913, 156, p. 2027. 
} Jour. pharm. chim., ro, p. 18. 
f An. Rep, Mass. State Board of Health, 1895, p. 675. 
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A ten-cent package of sample A, weighing about 2 ounces, was alleged 
to be equivalent to 12 eggs. Starch furnished the chief ingredient in 
both samples. 

One of the most flagrant examples of fraud in this connection was a 
product sold under the name “‘ N’egg,” advertised to contain the nutritive 
equivalent of the whites and yolks of a dozen eggs, “ their composition 
being based on careful scientific analysis of natural eggs.” It was put 
up in two small boxes, one containing a white and the other a yellow 
dry powder. Both were entirely devoid of nitrogen, and consisted of 
nearly pure tapioca starch with a little common salt, the color of the 
“yolk” being due to Victoria yellow. 

Some egg substitutes are sold under the name of “ custard powders,” 
and are alleged to take the place of eggs in cooking. These are variously 
made up of mixtures of skim-milk powder, coloring matter, and baking 
powder ingredients as shown from the following analyses: * 


CUSTARD POWDERS. 


I 2 3 4 5 6 

S Carclimmmerrre nem cecrcs < dofscs ees er tas 86025984245) 1951-03") 20.380 052-321 5 ans2 
Albuminous compounds............... OS | G.43 || Weer || 2.60 | Osco |) Bucs 
Solupleicoloring matters oe.) aem oc 0.88 | 0 98 

Balinpusodaemereprrcer recieve ycon|) aeccas | tte +e i. Gy || Henge || He.aat |) Adaya 
PRATEATICACIO saver ontese =ui-hs= CASS URSPEN) Bie SF MEA ce OL (ey |) Hey Berea sey || Wau) 
HOSP ALCS epee eed theses ets sie # S| ayaa ts | aceye'e's 0. 24 

Carbonates of lime and magnesia.......] ..... | ..... 2.70 

IWWAtersaie Sasa attee rials he cinerriire ss +a: TE Sse rasOO; | Lion 505030 \ io. 2On| enone? 
INGIS, 2S Sp la SOREN EO ree O45 0239 


* Food and Sanitation, Nov. 25, 1893. 


CHAPTER X. 
CEREALS AND THEIR PRODUCTS, VEGETABLES, FRUITS, AND NUTS. 


Tue chief points of difference in composition between the animal 
foods already treated of, and those of the vegetable kingdom, are apparent 
in the relative amounts of proteins and carbohydrates. The proteins 
present in the cereals differ materially both in character and amount from 
those in the flesh foods, being, as a rule, present in much smaller amount. 
The leguminous foods, such as peas, beans, and lentils, and nuts as a rule, 
are, however, comparatively high in nitrogenous content. 

The carbohydrates, which in the flesh foods are almost entirely lack- 
ing, and in milk in the form of lactose make up about one-third of the 
solid matter, constitute the greater part of the cereals and legumes, being 
present chiefly in the form of starch. 

In nuts, with few exceptions such as the chestnut and peanut, starch 
is absent. 

The composition of the principal cereal grains is tabulated as follows 
by Villier and Collin: 


Oats. Rice. Corn. | Millet, | Buck- 


wheat. 
Wiatetyerrncrsiastetrcctr 13.055 /013 277-4) 15-00) 12237 |) IGh Ur) Deaa-2m) ae OOlmEI EOS 
Nitrogenous substances.] 12.35 | 11-14 | 11-52 | 10.41 7-85| 9-85 9-25] 10.30 
a taeesotetarerstatoreretevele efor ayy |) Bes sear. Beg 0.88) 4.62 2-50 n2eor 
SUga teeter ee erat tly || ISS | ORC] seach 2.46 
Gum and dextrin...... Aes |) Roh) | AsO |) scp) | 16.5 3-38 | + 65.95) 55-81 
SHENRGIS «Go Gooccsonoan|| Cxies) Oey) || Crises) |) Gyicets) 62.57 
Celluloseterseerseset cts Bisey || tecbes|) exon || reso} 0.63} 2.49 7-29} 16.43 
AS Diva srssmettetosis ets os) 1.81 ZOOM On a mse O2 TOL |etast 2.35 2.72 


The following results of the analyses of cereal grains are summarized 
from the work of the Division of Chemistry, United States Department 
of Agriculture: * 


* Bulletin 13, part 9. 
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CEREAL GRAINS. 
Num. | Weight Be5 
ber of eu Moist- | Pro ahs Crude 35m | Wet Dry 
Analy- nels, ure. | teins race Fiber. | Ash. 2x |Gluten.|Gluten, 
ses. | Grams eae 
#00 
S) 
Barley 14 
INGO a aaSReac | Gesene 4.533) 6.47] 11-52) 2.67 || 3-81 | 2-87 || 72.66 
Buckwheat: Io 
IMicanBeren mn ace elae ccs 3-069) 12.31] 10.86] 2.06 | 10-57] 1-85] 63.34 
Corn, domestic: 
UMiraxaran ain elereyei| eters <3! 48.312] 12.32] 11.55| 5.06 | 2.00 | 1-55 | 75.07 
Minimum sere 'sclltics =i 10.608; 9.58) 8.58] 2.94 | I-00 | 1-19 | 68.97 
MGan oF pas ere 'elsco = <0 ROyAs, KIO }| Chasis] aad? |) Tense |) tS eX) || Yaeaels 
Oats, domestic: 
Mia xan UM as ose) == 3-891} 13-02] 15.05] 6.14 | 16-65] 4-37 | 61-44 
IMMEITONTO ies olaaanae ZEOZ SLOT O=1O) OL O3ul O25 7) 12247953270 
Weean err init ae oye 2.918] 10.06] 12-15] 4.33 | 12-07] 3-40 | 58.75 
Rice: 
Unhulled...... 4 | 2-929, 10.28) 7.95] 1-65 [10.42 | 4-09 | 65.60 
Unpolished .... OM ee = AONE Sole S202| 1290) O-03) hat 59 70205 
Polished*...... PA (ats 2234-087 1S|O220))|0.409||O-40)970-36 
Rye, domestic: 
DV asx and ee eee oye ote 4-201) 10-45] 18290) 2.30 | 2-50 | 2-4@ | 75.36 
Mirman eee eee I.932| 9-54] 8-4o| 1.16 | 1-65 | 1-71 | 63.61 
Wea ie es tte els rae <3 < BIE) UOL|| WASHE)| TOS || BOs) || OW || Vato ghy 
Wheat, domestic: 
Mey anialttea) se ea|eeoese (Ge sofe)! Wiheises| iypeils| Ba soy || Ba -35 | 76-05] 39-05] 14.65 
Miami ats) see 'e'| sin '<12. => ASAS| “Gpenist||  tohalsei)| OnPIs) | ny) || ackey Wi (KOLO eases! haife) 
INealias seysissiciel| vers sic > 22606) 1Os02|0 12. 23|ere 7a 2230 it. O2 arte 1 3) 520.40 ro.sd 
Wheat, foreign: 
IVa xaTANUITAcesre'elc eves! 5-723| 12.97] 14.52] 2-26°| 2-89 | 2.04 || 76.14) 32.57) 12-33 
IN Buavhos eer, ae Meets 2.250] $.52)) 8-58| 0.73) | 1-87 | 1-07 || 67 -01| 18.72) 7-00 
Micaneetese a ele sores 4.076 11.47] 12.08] 1.78 | 2.28 | 1.73 | 70-66) 25.36) 9.82 


* Polished rice in the United States is commonly coated with gluccse and talc, ostensibly as a pro- 


tection against dust and the ravages of insects. 
directions for its removal are also given. 


Such coating is alowed if declared on the label and 


Balland f gives the following percentage composition of beans, lentils, 


and peas: 
Beans. Lentils. 

Min. Max Min. Max. 
WictergchetrrSeoti wis since I0.10 20.40 II.70 13.50 
Nicrogenous substances,...| 13-81 25-46 20.42 24.24 
Ef rl Bree Se ee 0.98 2.46 0.58 1.45 
Sugars and starches....... 52.91 60.98 56.07 62.45 
(Colmie tes Sea ocdacoodaude 2.46 4.62 2.90 Bes 
PALS Memetelajeleisistale creisicier= sss 2.38 4.20 1.99 2.66 


{Jour. Pharm. Chem., 1 


897, PP. 196, 197- 


Peas. 
Min. Max. 
10.60 I4.20 
18.88 22.48 
mee I.40 
56.21 61.10 
2:90 abe 
2.20 3-50 
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The composition of potatoes, according to Balland,* is as follows: 


Water 
Normal state—minimum ..} 66.10 
maximum, -| 80.60 

Dried— TMT MIO | vere e rare 


THAR ATIU IAN et ere ete ererevere 


Nitroge- 
nous 
Sub- 

stances. 


tA 
2.81 
5-98 
13-24 


Fat. 


0-04 
0-14 
0.18 
0.56 


Sugar 
and 
Starch. 


15-58 
29-85 
80.28 
89.78 


Cellulose. 


0-37 
0.68 


I-40 
2.06 


Ash. 


0.44 
hanes) 
1.66 


4-38 


The composition of the common vegetables, 
given by Atwater and Bryant.t 


Asparagus— 
Beans, dried — 
Beets, fresh— 
Cabbage— 
Carrot, fresh— 
Celery— 


Caulifower— 
Cucumber— 


Lettuce— 


Mushrooms— 
Onion, fresh— 


Parsnip— 
Pumpkin— 
Radish— 
Rhubarb— 


Squash— 


Tomato, fresh— 


Turnip— 


as purchased... 
as purchased... 
Beans,fresh Lima —edible portion. . 
as purchased. . 
edible portion. . 
as purchased... 
edible portion. . 
as purchased...}..... 
edible portion. . 
as purchased...]....- 
edible portion. . 
as purchased... 
as purchased... 
edible portion. . 
as purchased: . 
edible portion . . 
as purchased. . . 
as purchased. . . 
edible portion. . 
as purchasedace sees 
edible portion. . 
as purchased-.=|- 2. - 
edible portion. . 
as purchased...]...-- 
edible portion. . 
as purchased...]...-- 
edible portion. . 
as purchased...!..... 
edible portion. - 
as pUTchased seree eer 
as purchased. . . 
edible portion. . 
as purchased...}..... 


VEGETABLES. 
ae) 
ug 
> é : 
e2| 2) 8) 3 
Fae a a ° 
Z eo, Ee | om 
3 |--+-- 94-0] 1-8 
TH ides 12.6 22.5 
uy Weooes 68.5 | 7-1 
alee SeqeXe)|| KORREH|) IRE 
MYM, \|saoat S725 |eO 
ASE BOsG| 7020 lias 
TOL Beevers Oprals ||| Aca 
15-0} 77-7 | 1-4 
idee (Geeae SSe oil prac 
20-0:||7020)|) 29 
) isoses 94-5] 1-1 
ees 2020/7505) 920 
Deere 92-3] 1-8 
Ne eros ae 95-4| -8 
sly TGEO) Ore Lil me 7) 
8 |..--- 94-7| I-2 
misterste L550)}, OOn5)|| edi O 
TEE <ea Jo 88.1] 3-5 
SA leer 87.6] 1.6 
10.0] 78.9] 1-4 
re ieee 83-0] 1.6 
20.0| 66.4] 1-3 
BR Me cis, ape O2.0) 150 
50.0/ 46.5] -5 
Ay | csae Or-8) 1-3 
30-0] 64.3] -9 
2 |.---- 94-4| -6 
40.0] 56:6] .4 
oy Baloce EIR) doe! 
50-9} 44-2) -7 
27 |----- 94-3) -9 
TOe Mlsersase 89.6) 1.3 
Bopkeyl Abi). te’ 


fruits, and berries is thus 


ome i ie) 
eg| 2 ag 
os | & Sao 
as oo . | deg 
a |s"| 2 | € |s8e 
& a .S) <1 & 
0.2 |°3-3 | 33 > Jo) aes 
1-8 |59-6 | 4.4 3-5 | 1605 
=i, /22-O Nba ba] 57° 
“3 | 9-9 | 7-8 12 269) S255 
sit I @Sy SOynipdetee lie pis 
Seyi Ne cces 20) | = 270 
SoBe | Shear | EAS 145 
32) 4 Oot ieee 125 
AO - 3 ie rel et On meeO 
ee2eeey 4) iiererers -9 16O 
Edges rd ltretesia T-0 85 
=D yeas Og | erect -8 70 
a5 eae lace Om marae 140 
Pe Fes | a | Sore AS 80 
22o ES: Omlstercct -4 70 
= 3 229 al | 7, -9 go 
Oa esate eae -8 als 
afl |) ets) Bei ana 210 
=3 1 9-9 -8 -6 225 
-3 | 8-9 |.---- -5 | 205 
= 5) (£305 alee i Lele co 
SP ontoys ed eee Tat 240 
ELS a20 eke 2 20 120 
Eatie| 2e| Oui eeecters 53 60 
=3 | Sc3 [j= 7a) Peon ss 
2E | 5-95) oof 1 fap Os 
a7 eos Omer a7) 105 
oh eee eee -4 65 
Sy RO seh) oe || aes 
-2 | 4-5 |----- 24), £05 
EO) oO) A: || ake 
S25 Site eros |e weOcletoG 
ea aw WIE -6 125 


* Jour. Pharm. Chem., 1897, pp. 
t Bul. 28, Office of Exp. Station U. S. Dept. of Agriculture. 
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FRUITS. 
ree ee ee SS Due ae ee ee 
= aves roy On 
sf gs| 3 agg 
BP A A : BS By Pon 
og B B 4 ae © ae 
gee a ool ee es Olea eee 
z a |)e)/ a] & le 614 (6 
Apples— edible portion ...:] 29 |..... SHI) of || oh || SA ata | 533 || Bato 
; as purchased....../-.-.- AO), ia 3) ceil} Lok} || HOsSiscose -3 | 220 
Apricots — edible portion..... Gormley ate SSP Oye a tile Tigi 4 peeree 5& |) 27© 
as purchased....../....- 6:0 70:0' 1.0 |.2<.. TBO is oo5e -5 | 255 
Bananas — edible portion..... Sellen Wah Teste ecOl | 2a-oler-6 [eo Sater 60 
; aS purchased tem seals ofa BSG 45-9) MecOulys edule ssh -6 | 300 
Blackberries— as purchased... .. Olimar 86.3! 1:3 | £20 | 10.9] 2.5 ag | Aye 
Cherries — edible portion..... TOM 80.9! 1.0 $3 HOSA ee: a6) |) eek 
‘ as Purchased ss.cyerlliseicc SEO 7 O23 aaG Soule 5-0 mane -6 | 345 
Cranberries— as purchased... .. 2 Falco 88.9) -4 50 | 0) Ha 2a 235 
Currants— as purchased...... Taleisae SG 20m Tals Mlerrarets OS EGoed ai) || AOS 
Figs, fresh— as purchased...... 23m ena. WOenul MoS legosd TSE 55 G5 -6 + 380 
Grapes— edible portion. .... ica eee o7Al Tate Oh 19.2! 4.3 5\ue bel Aco. 
asipurchaseds\..sa2 -| m= - AIS AS)| Ttshsto) Me paey || Tee Tee 6 3 ake ill Bers 
Huckleberries—edible portion..... a IE A ese Geo} |) “e@s | ORO) Sa 55 eaais45 
Lemons — edible portion..... 7A ee 80=3|| 120 Sy |) 2 aGlsaeas 5 | BOK 
as purchased .....+|..--. BOC O25 |e a5 SicOl eee SAM enICA 
Muskmelons— edible portion..... Belzcc as Bei) AG ooaae Ona) Qas -6 | 185 
ASIPUECHASE serie | eeletsie||| SO. Ol AsO ul erjeier AROS Se 3g). | oe) 
Oranges— edible portion..... PACE | haps se 86.9} .8 OME 10 eererer a5 240 
asi purchased ester celsiscis- Ace Beall) sod |po ssi eBlesooe -4 | 170 
Pears— edible portion..... Daly eee 8424 20 SH || 1st Bay -4 | 205 
as purchased cess 5 5-1 Were) GO| si) ot lll WAszlsscce -4 | 260 
Pineapple— __ edible portion..... 58 | are 89-3)) -4 3 On Timed 53 || Feo 
Plums— edible portion..... he Seer Ghsiadll 4240) Jaaban Zon Themes SS Es O5 
as purchased 22. /.:-.el(0ie.sie.5 HAC] Gog. AO ‘ IQ: Treas of ah || sv) 
Prunes— edible portion..... CY | ears HOG! 60) loceac 13.0005. 50) BO 
as purchased 22... |... - B43) Fan) 59) lbonse 172 4y = sysisye -5 | 335 
Raspberries— as purchased...... LBS AAG i s3}} Gea) lesbos 12-0, 2.0 2651 255 
Strawberries— edible portion..... D7 Sone GOxh HL || oO |) Gfacl) Bai) Oi | iO 
aS \PUTChaSsed ers.) (eis s16.< 8.6] B80] ~@ || 6O |) Yo@ scons ORL 75 
Watermelon— edible portion..... OBicee OP Er =2 6.7| eeeee -3 | 140 
ASMULCR ASCH se eee) tesa SO4| S53) 623 si BiaYi\'<:<1otope sie |) eS 


The following analyses of apples made by Browne * are of interest. 
The first four analyses show the changes that occur in the composition 
of a Baldwin apple at different stages of its growth. Below these is 
given the average of the analysis of 160 samples, representing 27 varieties 


of apples. 


COMPOSITION OF A BALDWIN APPLE AT DIFFERENT PERIODS. 


Condition. 


Very green.. 
Greeny. 
Ripe cers 
Over-ripe. .. 


Water. | Solids. bak ees a ie 
Sra tora 7 EOLA |p t-03) || 18.03 
79-81 | 20.19 | 6.46 | 4-05 | 10.51 
80.36 | 19.64 | 7-70 | 6.81 | 14.51 
80.30 | 19.70 | 8.81 | 5-26 | 14.07 


Total 
Sugar 
after In- 
version. 


8.11 
10.72 
14.87 
14-35 


Free | 
Starch.| Malic | Ash. 
Acid. 


ASTAN MT TAT LOn2 7 
BOP aac |) eons 
Shiv) | los hOsey 
=s05 |) @szby | ose) 


* Penn. Dept. of Agriculture, Bulletin 58 


) 


O- 
efficient. 


47-16 
53-10 
75-71 
72-84 
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AVERAGE COMPOSITION OF 27 VARIETIES OF APPLES. 


Water... sos ae he ene ee eee cre 83257 
SI ET CRB OAR RAB Sects Sct or Abele ee 16.43 
AnVertisu Caries sire moe seers ere tenate or esars 7eO2 
SUCTOSES att aees eect ests ela tae ste ccetne sete 3-99 
PPOUmeU gate tact on es cs nace eae eee es II.QI 
Total sugar after inversion. .....-.-.-.---- 12.12 
Freemalicacid,s. cc. 6 > oreo saree es 0.61 
INGA cr. om nic are Ben Sie Sins t cn are eaves reematers 0.27 
Sugar COCHICIENt. a ee teens hey eee 73-70 


The composition of the commoner nuts as compiled by Atwater and 
Bryant * is shown in the following table: 


Almonds— 
Beechnuts— 
Brazil-nuts— 


Butternuts— 


Chestnuts, fresh — 


Cocoanuts— 
Filberts— 
Hickory-nuts— 
- Peanuts— 
Pecans— 


Pistachios— 


Walnuts, Calif’nia—edible portion.| 1 


NUTS. 

ag ® H z= Os in 
as| 2| © |) ealaeaees ae 
5 3 a g ee chan (ad stim In So 
Zi so | Fl) a] & le oy ae. 
edible portion.; 1m j----- A=8)|20.01!'5420)) 17/23 |) 220) 220 
as purchased s.|perij- ASSO) 2 <7 L = Si 30-2) mG esa aeror seat 
Ediblesporton| eres series Hiptey PORES isriad RAO | oc soe Bos 
as purchased. .|....- A= 682/23 (0301) 34-0) |Negeolleare ce 220 
Golinte jererasteime|| ae |leceac Bap |S SOMMOORS|| F/O) pacar 3-9 
as purchased..|..... VO TALS | KI || | aloe ee 220 
edible portion.| xr |..... Meth || O46) teed)| A 3G oee 2.9 
as purchased..]..... S054 | Onleeeoiloes ai renee -4 
edible portion.| 9 |-...- Moy WORE} || EC are) aot) || sac) 
as purchased. .!..... 16.0 137-0)) "BR 7425 35.4 [ews Ee 
edible portion.| 1 |..... 142% |9)527) $020 27.9%. < Dae 1.7 
as purchased..|..... iskes}| (Wpaey || 9) |\Asso)|| A Sodas -9 
edible pontione| mises ee Bo Te | E550) OS Bila SOU wees 2-4 
as purchased..|..... RO Gia | rete) i iQ Eniee | Ose saans sheet 
edibles portions mer eee Gago] inser jerk | G3 ae aan 
as purchaseden||> ss 2/72) er = Aelia) 25 heiG || ees a | reer 8 
edible portion.| 4 |....- 9-2 | 25.8| 38.6) 24.4] 2.5 | 2.0 
as purchased..|....- 2AC5)| O-Op leroa5+|'2Qs0h|) LO ns) eee TS 
edible portion.| 1r |..... Oy ERO GS DO sas Bes 
as purchased..]..... GERON | Heel || BON SOE ee OO case au) 
edible portions seree|eecre Ae? G\e2 228) G4 collet Om ahlersenare Bee 
See 2-5 | 18.4] 64.4| 13.0] 1-4 | 1.7 
as purchased. .|....- 73 Eden 0 e4= OD 7 Se oileetstes ag 


*U.S. Dept. of Agric., Off. of Exp. Station, Bul. 28. 


per Pound 


Fuel Value 
Cal’s. 


WHwW 
ono 
NI DY 
nod 


1820 
3265 
1655 
3165 

43° 
T125 

945 
2760 
1413 
3290 
1575 
3345 
1265 
2560 
1935 
3455 
1620 
2995 


3306 
885 
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GENERAL METHODS OF ANALYSIS. 

Preparation of the Sample.—Except otherwise stated grind so as to 
pass a sieve with round holes r mm. (5 inch) in diameter using a hand 
mill, iron mortar, or other suitable device. 

The following methods for water (standard method), ash, protein, 
fiber, fat, and nitrogen-free extract, in essential details, have been in use 
since the middle of the nineteenth century and have been adopted by the 
Poe ALC: 

Determination of Water.—Standard Method—Dry 2 grams of the 
material to constant weight (about four hours) at the temperature of 
boiling water, in a current of dry hydrogen or in vacuo. The apparatus 
described on page so may be used. 

Determination of Moisture in Grain, Legumes, Oil Seeds, etc.— 
Brown and Duvel Method.*—This method is especially useful in guarding 
against an excessive amount of 
moisture in grain, which not only 
adds weight but also causes deterio- 
ration through the growth of bac- 
teria and moulds. 

The apparatus (Fig. 61) consists 
of a condenser-tank (A) and an 
evaporating-chamber (B) with a 
cover (k) and a mica window (m), 
the whole supported on a stand (C). 
It is arranged for conducting six 
distillations at the same time. 

The distilling-flask is shown at 
the left (p’) in the wooden rack used 
only during filling and at the right 
(p) in position for distillation. 

Weigh into the distilling-flask 
roo grams (corn, barley, wheat, rye, 
unhulled rice, kafir, flaxseed, soy 
bean) or 50 grams (oats, cottonseed) 
of the whole grain and add 150 cc. 
Fic. 61.—Brown and Duvel Apparatus for of hydrocarbon engine oil with a 


nee of Moisture in Grain flash-point in an open cup Ae 
ew. 


* U.S. Dept. of Agric., Bur. of Plant. Ind., Bul. 99, and Circular 72. 
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205° C. Close the neck of the flask with a rubber stopper carrying a 
thermometer (q), the bulb of which extends well into the mixture of oil 
and corn; connect the side tube by means of another cork with the 
condenser-tube (s), and heat with the Bunsen burner, so as to bring (in 
twenty minutes) to the proper temperature, which for corn, barley, rice, 
kafir, and cottonseed is 190°, for wheat 180°, for rye and flaxseed 175°, 
for soy bean 170°, and for oats 195°C. When the desired temperature is 
reached turn off the flame, and allow to stand until the moisture ceases to 
drop from the condenser-tube into the graduate (¢). The number of cc. in 
the graduate represents the amount of moisture in the grain. 

The results agree closely with those by drying to constant weight in 
a water-oven at I00°. 

Aftex the determination is finished empty the contents of the flask 
on a suitable strainer, thus recovering the oil for further use. 

Ash.—Burn 2 grams of the substance in a platinum dish at the lowest 
possible red heat, as described in Chapter IV. If a white or light- 
gray ash cannot be obtained in this manner, exhaust the charred mass 
with water, collect the insoluble residue on a filter, burn, add this ash 
to the residue from the evaporation of the aqueous extract, and heat the 
whole at low redness until white or nearly so. 

Ether Extract (Jat, etc.)—Extract the residue from the determination 
of moisture for sixteen hours with anhydrous alcohol-free ether in a 
continuous extractor and dry the extract to constant weight in a water- 
oven. The ether extract may also be determined indirectly from the 
difference in weight of the dried substance before and after extraction. 

' Protein.—Determine the total nitrogen by the Gunning or Kjeldahl 
method, using 1 gram of the substance. Calculate the protein by mul- 
tiplying the total nitrogen by the appropriate factor, which varies with 
the different cereals as follows: wheat, 5.70; rye, 5.62; oats, 6.31; corn, 
6.39; and barley, 5.82. Ordinarily the conventional factor 6.25 is em- 
ployed. 

Crude Fiber. (Cellulose, Lignin, etc.).—Transfer the residue, after 
extraction for the determination of the ether extract, to a 500-cc. Erlen- 
meyer flask, with a mark showing 200 cc., add boiling 1.25% sulphuric 
acid to the mark, heat at once to boiling, and boil gently for thirty 
minutes, shaking cautiously from time to time to prevent the material 
from crawling up on the sides of the flask. Filter through paper, and 
wash once with boiling water. Rinse the substance back into the same 
flask with 200 cc. of a boiling 1.25% solution of sodium hydroxide, free, 
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or nearly so, from sodium carbonate, boil at once, and continue the boiling 
for thirty minutes in the same manner as directed above for the treat- 
ment with acid. Filter on a tared filter-paper or Gooch crucible, and 
wash with boiling water till the washings are neutral. Dry at 110° and 
weigh, after which incinerate completely and correct for ash. 

If a tared filter is used, it should be previously dried at 110° for one 
hour in a glass-stoppered weighing bottle, cooled for fifteen minutes 
and weighed. After collecting the fiber on the filter, it is well to wash 
successively with alcohol and ether to facilitate drying. The filter should 
not be pushed down into the weighing bottle until the fiber is dry to the 
touch after which two hours’ drying at 110° will be sufficient. A blank 
should be made to ascertain the loss sustained by the filter on treatment 
with alkali and the necessary correction introduced. This error and 
others can be avoided by filtering on a Gooch crucible, but with many 
materials this cannot be used because of clogging. The acid and alkali 
solutions must be exactly 1.25% as determined by titration. 

Nitrogen-free Extract (Starch, Sugar, Gums, etc..\—Subtract the sum 
of the moisture, ash, ether extract, protein, and crude fiber from Ioo. 

Detection of Coating of Rice with Talc, Glucose, etc.—Glucose is 
detected by copper reduction in-a solution obtained by shaking a weighed 
quantity of the rice with water, using for comparison the ae obtained 
on uncoated rice by the same method. 

Steatite or Talc is detected by Jones * as follows: 

Shake 5 grams of the unground material successively with 20 cc. of 
ether and several 15-cc. portions of water. Evaporate the ether in a 
platinum dish, add the settlings from the combined aqueous liquids, 
evaporate, ignite, and weigh. 

Detection of Sulphuring in Grain—Carroll ¢ has shown that the 
following method distinguishes sharply barley, oats and other grains 
in their natural condition from those bleached by sulphurous acid. 

Introduce into a soo-cc. flask, provided with a desulphurized perforated 
stopper and a double-bent delivery tube, to grams of mossy zinc, a few 
drops of ferric chloride solution, 100 grams of the grain and enough 8% 
hydrochloric acid to cover the grain. Place a loose plug of cotton in the 
neck, attach the stopper, and run the delivery tube into a test-tube con- 
taining 10 cc. of 2% lead acetate solution. If a brownish black pre- 
cipitate of lead sulphide forms, the grain has been sulphured. Particles 


* Chem. News, 108, 1913, p. 176. 
+ U.S. Dept. of Agric., Bur. of Plant Ind., Circ. 4o. 
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of dust or zinc, occasionally carried over mechanically, are distinguished 
from lead sulphide by their insolubility in 10% ferric chloride solution. 


CARBOHYDRATES OF CEREALS AND VEGETABLES. 


Classification.—As a rule the same carbohydrates are found in all 
cereals, being present, however, in varying proportions. By far the greater 
part of the carbohydrate content of cereals is starch, the other carbo- 
hydrates being comparatively small in amount, so that in rough work 
it is sometimes customary, though incorrect, to assume the entire amount 
of so-called “‘ nitrogen-free extract” or carbohydrates (as determined by 
difference) to be starch. 

The carbohydrates occurring in cereals may be classified as follows: 


Insolubley.ccseaa cere tees Cellulose 


Principal carbohydrates Pentosans 


of cereals: Sucrose 
Soluble Dextrose 


STOOD OS CODOCOnS AIG Dextrin 
Raffinose (traces) 


Starch 


STARCH (C5Hi005)n.—Pure starch is a glistening, white, granular 
powder having a peculiar feeling when rubbed between the thumb and 
finger. It is a very hygroscopic, commercial starch containing about 18% 

of moisture. Starch is very widely distributed in the vegetable kingdom, 
occurring in almost every plant at some stage in its growth. 

Starch is insoluble in cold water, alcohol, and ether; it is soluble in 
hot water, though not without change. By boiling with dilute acids, 
starch is first converted by hydrolysis into a mixture of dextrin and malt- 
ose, and finally by prolonged boiling into dextrose. Malt extract also 
hydrolizes starch in solution. 

Detection.—Starch is best detected, when present to any appreciable 
extent in any mixture, by boiling a portion of the sample in water, cooling, 
and applying a solution of iodine. A characteristic blue color is pro- 
duced if starch is present. Very small amounts of starch are best iden- 
tified in powdered mixtures by applying a drop of a solution of iodine 
to the dry powder on a microscope slide, or, better, to the powder pre- 
viously rubbed out with water on a slide under a cover-glass; the starch 
granules, if present, will be colored intensely blue by the iodine, and are 
at once rendered apparent when viewed through the microscope. 
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Though the cereal and vegetable starches, whatever their origin, are 
identical chemically, the various starch granules have certain character- 
istics, when viewed under the microscope, that render their identifi- 
cation easy in most cases. A knowledge of the microscopical appear- 
ance of the common vegetable starches is of the utmost importance to 
the public analyst, who frequently finds them as adulterants of various 
foods, such as coffee, cocoa, spices, etc. For microscopical examination, 
powdered samples should be ground fine enough to pass through a 60 or 
80 mesh sieve. 

Classification.—As seen under the microscope the starch granules 
of various grains and vegetables differ in form, size, and often in their 
manner of grouping. Thus, at the outset, the common starches may be 
divided as to the microscopical form of their granules into three classes, 
viz., lenticular, irregularly oval, and polygonal. To the first class, in which 
the starch granule has in general the circular disk form, belong rye, wheat, 
and barley. Representing the second or irregularly elliptical. class are 
the pea, bean, potato, and arrowroot. In the third, or polygonal class, 
should be included corn, oats, buckwheat, and rice. In thus character- 
izing the distinguishing forms as lenticular, oval, and polygonal, it should 
be borne in mind that while the tendency of the most typical starch granules 
in each class, when viewed in normal position, is toward the circular, the 
oval, or the polygonal as the case may be, it is not by any means true that 
all or even most of the granules in any one instance perfectly conform 
to one of these shapes throughout. Thus, lenticular wheat granules, when 
viewed edgewise, will appear elliptical, and are often distorted in shape, 
especially when roasted; and polygonal buckwheat granules may in 
many instances have such obtuse angles as to appear circular. It is the 
general trend of all the starches toward one or another of these shapes 
that suggests the classification. 

The identification of the various starches morphologically is indeed 
the most natural and ready method. Not only the character of the starch, 
but also its approximate amount, when present in mixtures, can in many 
instances be ascertained by a careful examination with the microscope. 
The analyst should be provided with samples of starches of known 
purity conveniently at hand, and in all doubful cases these should be 
referred to for comparison. 

Wheat Starch (Fig. 152, Pl. VIII).—This starch is frequently present 
in adulterated pepper, mustard, ginger, cocoa, coffee, and other foods. 
Its granules occur for the most part in two sizes, of which the larger 
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are lenticular, varying from 0.021 mm. to 0.041 mm., or rarely c.o50 
mm., in diameter, while the smaller are rounded or polygonal, averaging 
about o.co5 mm. in diameter. The smaller granules are grouped irregu- 
larly in and around the larger, there being six to ten of the former to 
one of the latter. The larger granules are, however, the most distinctly 
characteristic, and are usually readily recognized in a mixture, not only 
by their shape, but by reason of the concentric rings with which they are 
provided, and which are generally but not always apparent. 

Barley Starch (Fig. 124, Pl. I)—This much resembles wheat, in that 
it has two sizes of granules, but both sizes are respectively smaller than 
those of wheat, though present in about the same proportion. The 
larger lenticular disk-like granules vary from 0.013 mm. to 0.035 mm. in 
diameter, while the smaller average 0.003 mm. ‘The concentric rings are 
less apparent in the barley than in the wheat. 

Rye Starch (Fig. 148, Pl. VII) has also two sizes of granules, but 
the larger vary from 0.025 mm. to over 0.05 mm. in diameter, and are 
considerably larger than the corresponding wheat granules. The smaller 
granules average about 0.004 mm. in diameter. As in the case of wheat 
and barley, the larger granules are lenticular, while the smaller are 
rounded or polygonal. The concentric rings are usually indistinct in the 
large granules, and many of these show cross-shaped rifts in the center. 

Corn Starch (Fig. 133, Pl. IV).—This starch is a common adulterant 
of spices, cocoa, and other foods. It is placed in a series of four cereal 
starches whose granules are polygonal, and all of which show more or 
less tendency to arrange themselves in close contact side by side in 
masses suggestive of a tessellated or mosaic floor. Arranged in order 
of the size of their grains, these starches are: Corn, buckwheat, oats,. 
and rice. Corn starch granules tend toward the hexagonal in shape, 
varying from 0.007 mm. to 0.035 mm. in diameter, and having very 
marked rifted hila. They are most readily recognized in any mixture, 
and from their size are readily distinguishable from the other polygonal 
starches, which never reach 0.017 mm. in diameter. 

Buckwheat Starch (Fig. 128, Pl. I, and Fig. 129, Pl. IIT).—This is a 
very common adulterant of many spices, especially pepper, which, as 
shown in Fig. 256, Pl. XXXIV, it much resembles in the manner in 
which its masses of granules group themselves, conforming to the shape 
of the cells. The individual granules are commonly c.cc6 mm. to 0.012 
mm. in diameter. Curious rod-shaped aggregates of two to four indi- 
viduals are of trequent occurrence. 
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Oat Starch (Fig. 139, Pl. V).—The granules of this starch vary from 
0.002 mm. to 0.012 mm. in diameter, and are polygonal, or less often 
rounded or spindle-shaped in form. They have no rings or hila, and 
arrange themselves in rounded aggregates of from two to many granules 
that at first sight might be mistaken for large grains; careful examina- 
tion, however, shows the dividing lines. 

Rice Starch (Fig. 143, Pl. VI).—The granules of rice starch resemble 
closely those of oats both in form and size, but spindle-shaped forms are 
not present. As in the case of oats, the granules are often united to form 
rounded aggregates. 

Starches of the Pea and Bean.—The starches of these legumes much 
resemble each other, and are with difficultly distinguished one from the 
other (see Fig. 164, Pl. XI, and Fig. 154, Pl. IX). The granules are 
more nearly oval than most other starches, and have both concentric 
tings and elongated hila. The granules of the pea show a less distinct 
hilum than those of the bean, and some of them are irregularly swollen. 
Both peas and beans roasted are commonly used as adulterants of 
coffee. : 
Arrowroot.—There are many varieties of arrowroot, including Jamaica, 
Bermuda, East Indian, Australian, and others, all having certain varia- 
tions in form and size, but resembling each other in a general way. 
Fig. 167, Pl. XII, shows the Bermuda arrowroot, the granules of which 
are somewhat egg-shaped, being usually smaller at one end than the 
other, and having rifted hila near the small end. 

Potato Starch (Fig. 165, Pl. XII).—This starch has large, irregularly 
oval granules, with very apparent hila situated eccentrically near one 
end, and with rings around the hilum. The granules are about 0.07 mm. 
in large diameter. Fig. 134, Pl. IV, and Fig. 166, Pl. XII, show corn 
and potato starch when viewed with polarized light with crossed Nicol 
prisms, the specimens being mounted in Canada balsam. 

Tapioca Starch—The granules of this starch, as shown in Fig. 168, 
Pl. XII, are more uniform in size throughout than those already de- 
scribed, averaging about 0.018 mm. in diameter, and being quite smoothly 
circular, without concentric rings, but having a distinctly dotted hilum in 
the center. Many of the grains are cup-shaped, as if a segment of the 
circle had been removed. 

Sago Starch (Fig. 172, Pl. XIII.)—The granules of sago starch vary 
much in size, and might be called irregularly ellipsoidal in shape with 
one or more truncated surfaces. Some of them have indistinct concentric 
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rings, and in some, but not all, a hilum is apparent, usually near one end 
of the granule. 

Microscopical Appearances of Starches with Polarized Light.—With 
polarized light starch granules show dark crosses, the point of inter- 
section being at the hilum (Fig. 166, Pl. XII). These crosses vary 
in distinctness with the variety. Certain of the starches show a play 
of colors with polarized light and a selenite plate, especially those whose 
granules have some sort of hilum. This is particularly striking in such 
starches as corn, tapioca, potato, and arrowroot. Blyth has made the 
phenomenon a means of classification of the starches, but the writer 
considers their appearance with ordinary light sufficient for identifica- 
tion. Canada balsam is the best mountant for examination in polar- 
ized light. 

Estimation of Starch.—Direct Acid Conversion.—By this method the 
hemicellulose, if present, or such of the carbohydrates as are capable of 
being converted to sugar, are reckoned in with the starch. Where little 
or none of the insoluble carbohydrates other than starch are present, as 
for instance in the case of commercial starches, this method is sufficiently 
accurate. 

Exhaust 3 grams of the finely divided substance on a fine but rapidly 
acting filter with ether by washing with 5 successive portions of 10 cc. 
each, and wash the residue first with 150 cc. of 10% alcohol and then 
with a little strong alcohol. Transfer by washing to a flask with 200 cc. 
of water and 20 cc. of hydrochloric acid (specific gravity 1.125), connect 
with a reflux condenser, and heat the flask in boiling water for 24 hours. 
Cool, and carefully neutralize with sodium hydroxide, clarifying if neces- 
sary with alumina cream. Mix well, make up the volume to 500 cc., 
filter, and determine the dextrose in an aliquot part of the filtrate by 
any of the methods for dextrose. Convert dextrose to starch by the 
factor 0.9. 

Diastase Method.—By this method the hemicellulose is not con- 
verted, only the starch being acted upon. Hence for exact work in the 
presence of other insoluble carbohydrates this method is to be recom- 
mended. Under the action of diastase, starch is first converted into 
maltose and dextrin, and finally into dextrose, in somewhat the following 
manner: 

12C6H1905 +4H20 = 4Ci2H 2011 +2C12H 29010 


Starch Maltose Dextrin 


Ci2H22011 +H20 =2C6H1206 Cy 2H 290 190 + 2H20 = 2C 6H 1206 


Maltose Dextrose Dextrin Dextrose 
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Exhaust 3 grams of the material, ground to an impalpable powder, 
with ether and alcohol as in the acid conversion method, wash the residue 
into a beaker with 50 cc. of w~ter and immerse in a boiling water-bath. 
Keep in the bath for r5 minutes or until completely gelatinized, stirring 
constantly, and cool to 55° C. Add 20 cc. of malt extract and digest 
dt 55° C. one hour. Heat again to boiling, boil for 15 minutes, replacing 
the water lost by evaporation, cool to 55° C., and digest as before with 
20 cc. of malt extract for one hour or until the residue treated with iodine 
solution shows no starch under the microscope. Cool, make up to 250 
cc., filter, pipette 200 cc. into a flask, add 20 cc. of hydrochloric acid (specific 
gravity 1.125) and proceed as in the acid conversion method. Correct 
for the copper-reducing power of the malt extract as below. 

Preparation of Malt Extract.—Digest at room temperature Io grams of 
freshly pulverized malt with 200 cc. of water for 2 to 3 hours with occasional 
shaking and filter. Determine the amount of dextrose in a given volume 
of the extract after heating with acid, etc., as in the actual analysis and 
make the proper correction. 

Use of st Diastase. janie and similar powdered prepara- 
tions, such as “‘ vera diastase’ and “ panase,”’ obtained from the pancreas 
of cattle and hogs, are preferable to diastase as starch-converting reagents, 
since, as a rule, they have no copper-reducing power, thus obviating a 
correction. 

Use instead of the malt extract the same amount, viz., 20 cc., of a 
0.5% aqueous solution of powdered U. S. P. pancreatin in starch deter- 
minations as above described. 

Determination of Sugars in Grain and Cereal Produets.—Method of 
Bryan, Given and Straughn.*—Place 12 grams of the material in a 300. 
cc. graduated flask (if acid add 1-3 grams of precipitated calcium car- 
bonate), add 150 cc. of 50% (by vol.) alcohol (carefully neutralized), mix 
and boil on a steam bath under a reflux condenser for one hour. Cool, 
and if desired allow to stand overnight. Make up to volume with neutral 
95% alcohol, mix, allow to settle, pipette 200 cc. into a beaker, and evaporate 
on the steam bath to 20-30 cc. Transfer to a 1oo-cc. graduated flask with 
water, add enough saturated normal lead acetate solution to produce 
a flocculent precipitate, and allow to stand 15 minutes or if desired over- 
night. Make up to the mark with water and pass through a folded 
filter, saving all the filtrate. Precipitate the lead with anhydrous sodium 


*U. S. Dept. of Agric., Bur. of Chem., Circ. 71. 


294. FOOD INSPECTION AND ANALYSIS. 


carbonate, allow to stand 15 minutes and pour onto an ashless filter. 
Dilute 25 cc. of this clear filtrate with 25 cc. of water and determine reduc- 
ing sugars by the Munson and Walker method (p. 622). 

In a 100 cc. graduated flask place 50 cc. of the same filtrate, neutralize 
to litmus paper with acetic acid, add 5 cc. of concentrated hydrochloric 
acid, and let stand overnight (or if desired 48 hours) for inversion. Neu- 
tralize in a large beaker with anhydrous sodium carbonate; return to 
the 100 cc. flask and make up to the mark. Filter and determine total 
sugars as invert in 50 cc. of the filtrate by the Munson and Walker 
method. 

Multiply the difference between the percentages of invert sugar before 
and after inversion by 0.95, thus obtaining the per cent of sucrose. Cor- 
rect the percentages of both sucrose and reducing sugars for the volume 
of the alcohol precipitate by multiplying by 0.97. 

Cellulose forms the framework of all vegetable organisms, being 
next to water, the most abundant substance in the vegetable kingdom. 
Pure cellulose is white, translucent, and of fibrous or silky texture. It 
is insoluble in water, alcohol, and ether, but dissolves readily in an 
ammoniacal solution of cupric hydroxide known as Schweitzer’s Reagent 
or “ cuprammonia,” (p. 80). Cellulose turns violet when treated with . 
chloriodide of zinc, and blue when treated with sulphuric acid and iodine 
in potassium iodide (p. 78). 

The “crude fiber,” as determined in foods, being the portion that 
resists the action of hot dilute acid and alkali, is composed largely of 
cellulose. 

The Pentosans are amorphous, insoluble in water, but soluble in dilute 
alkali, and are converted by boiling with dilute acids into so-called pentose 
sugars, the best known of which are xylose and arabinose, corresponding 
to the pentosans xylan and araban respectively. Hemicellulose is the 
more appropriate generic term for the insoluble carbohydrates capable 
of hydrolysis by acids to sugars, inasmuch as there are insoluble 
bodie besides the pentosans that may thus be converted into sugar, 
such as the hexosans, hydrolyzed by acid to hexose sugars, mannose, 
galactose, etc. Since the greater portion of these insoluble hydroliz- 
able carbohydrates are pentosans, it is simpler to calculate them all as 
such, 

Determination of Pentosans.—Pentosans are determined either by 
- hydrolyzing to reducing sugar, and estimating the latter as described on 
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page 304 (Sone’s method) or by calculation from the furfural * yielded 
on distillation with hydrochloric acid, as carried out in the provisional 
method of the A. O. A. C.+ as follows: 

Place 3 grams of the material in a flask together with 100 cc. of 12% 
hydrochloric acid (specific gravity 1.06) and several pieces of recently 
heated pumice stone, connect with a condenser and heat on a wire gauze, 
rather gently at first, using a gauze top to distribute the flame so as to 
distil over 30 cc. in about ten minutes and passing the distillate through 
a small filter. Replace the 30 cc. driven over with a like amount of the 
12% acid added through a separatory funnel in such a manner as to wash 
down the particles on the sides of the flask and continue the process until 
the distillate amounts to 360 cc. To the distillate add gradually a quantity 
of phloroglucinol (free from diresorcin) dissolved in 12% hydrochloric 
acid, about double that of the furfural expected. The solution first turns 
yellow, then green, and soon an amorphus greenish precipitate appears, 
which rapidly grows darker, finally becoming almost black. Make the 
solution up to 400 cc. with 12% hydrochloric acid and allow to stand over- 
night. 

Filter the amorphous black precipitate on a Gooch crucible, wash 
with 150 cc. of water, keeping the precipitate covered with the liquid 
until the last portion has run through, dry for four hours at the temperature 
of boiling water, cool in a weighing bottle and weigh. Calculate by 
Krober’s formule as follows: 


(a) For weight of phloroglucide “a” under 0.03 gram: 


Furfural =(@+0.0052) X0.5170. 

Pentoses = (a@+0.0052) X 1.0170. 

Pentosans = (@+0.0052) X 0.8949. 
a ee 
* Furfural or furfuraldehyde (CsH4O2) is the aldehyde of pyromucic acid. It is a color- 
less liquid, having an odor suggestive of cassia. Its boiling-point is 162° and its specific 
gravity 1.164. It is sparingly soluble in water and readily soluble in alcohol. Nearly 
half the tissue of ordinary bran, exclusive of proteins and starch, yields furfural on distilla- 


tion with acid. 
+ U. S. Dept. of Agric., Bur. of Chem., Bul. 107 (rev.), p. 54. 
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(b) For weight of phloroglucide “ a”’ over 0.300 gram, 


Furfural =(a+0.0052) Xo.5180. 
Pentoses = (¢+0.0052) X 1.0026, 
Pentosans= (a +0.0052) X0.8824. 


For weight of phloroglucide ‘‘a” from 0.03 to 0.300 gram use Kréber’s 
table (pp. 297-303) to calculate the weight of pentoses (arabinose, 
xylose), and pentosans (araban, xylan). 

The reactions that take place are thought to be somewhat as follows: 


C,H2,0, +H,O = CH 1905. 


Pentosan Pentose 


C,H, 90;= C;H,0,+3H,0. 


Pentose Furfural 


2C;H,O.+ C,HeO3 oe C,6H120,+H,0. 


Furfural Phloroglucinol Phloroglucide 


The theoretical yield of phloroglucide should be 2.22 parts to one of 
furfural, but in practice this is never obtained. The varying factors for 
calculation as above given are based on experiment. 

The phloroglucinol used should be free from diresorcin. To test for 
the latter, dissolve the reagent in acetic anhydride, heat nearly to boiling, 
and add a few drops of concentrated sulphuric acid. If more than a 
faint violet color is produced, the phloroglucinol should be purified as 
follows: 

Heat in a beaker about 300 cc. of hydrochloric acid (sp. gr. 1.06) 
and 11 grams of commercial phloroglucinol, added in small quantities 
at a time, stirring constantly until it has almost dissolved. Some im- 
purities may resist solution, but it is unnecessary to dissolve them. 
Pour the hot solution into a sufficient quantity of the same hydrochloric 
acid (cold) to make the volume 1500 cc. Allow it to stand at least 
overnight—better several days—to allow the diresorcin to crystallize out, 
and filter immediately before using. The solution may turn yellow, 
but this does not interfere with its usefulness. In using it, add the 
volume containing the required amount to the distillate. 
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KROBER’S TABLE FOR DETERMINATION OF PENTOSE’ AND PENTOSANS 


FROM PHLOROGLUCID. 


I 2 3 4 5 

Phloroglucid| Furfural. | Arabinose. Araban. Xylose. 
0.030 0.0182 0.0391 0.0344 0.0324 
-031 -o188 -0402 -0354 -0333 
5032 -0193 -0413 -0363 -0342 
-033 -0198 -0424 -0373 -0352 
-034 -0203 -0435 -0383 -0361 
+035 -0209 -0446 -9393 -0370 
-036 -02T4 -0457 -0402 -0379 
-037 -0219 -0468 -O412 -0388 
BOZO -0224 -0479 -0422 -0398 
-039 -0229 -0490 -0431 -0407 
-040 -0235 -O501 -O441 -0416 
-O4I .0240 -O512 -O451 -0425 
042 20245 -0523 0460 -0434 
+043 -0250 -9534 -0470 -0443 
044 20255 -0545 0480 -0452 
2045 0260 -0556 -0490 -0462 
046 -0266 -0567 -0499 -0471 
2047 0271 -0578 -0509 .0480 
048 -0276 -0589 -O519 -0489 
-049 0281 .0600 -0528 -0498 
-050 -0286 -o611 -0538 -0507 
-O51 .0292 0622 -0548 -0516 
+052 -0297 -0633 -0557 0525 
+053 0302 0644 -0567 -0534 
2054 -0307 0655 -0576 -9543 
2055 co212 .0666 -0586 -0553 
-056 -0318 -0677 -0590 -0562 
-057 -0323 .0688 .0605 -O571 
-058 -0328 -0699 -0615 -0580 
2059 -0333 -O710 0624 .0589 
.060 -0338 -0721 .0634 -0598 
.o01 -0344 -0732 0644 . 0607 
.062 -0349 -0743 -0653 .0616 
-063 -0354 -0754 -0663 .0626 
064 -0359 0765 -0673 -0635 
.065 -0364 -0776 .0083 0644 
-066 -0370 -0787 .0692 0653 
-067 -0375 -0798 -0702 0662 
.068 -0380 0809 .0712 0672 
.069 -0385 0820 0721 0681 


ee Ee 


6 
Xylan. 


0.0285 
-0293 
-0301 
-0309 
BORD 


-0326 
“O34. 
-0342 
-0350 
-0358 


-0366 
"0374 
-0382 
-0390 
-0398 


0406 
-O4T4 
-0422 
-0430 
-0438 


0446 
-0454 
.0462 
-0470 
-0478 


.0486 
-0494 
-0502 
-O510 
-0518 


0520 
+0534 
-0542 
-0550 
.0558 


.05607 
+0575 
-0583 
-O591 
+0599 


7 
Pentose. 


0.0358 
-0368 
-0378 
-0388 
-0398 


0408 
.0418 
-0428 
-0439 
-0449 


-0459 
-0469 
-0479 
.0489 
-0499 


-0509 
-O519 
-0529 
-2539 
-0549 


+0559 
-0569 
+9579 
-0589 
-0599 


.o610 
0020 
-0630 
0640 
.0650 


-0660 
.0670 
.0680 
.0690 
-0700 


-0710 
-0720 
-0730 
-O741 
-O751 


Pentosan. 


0.0315 
-0324 
=0333 
-0341 
-0350 


-0359 
-0368 
ST 
-0386 
-0395 


-0404 
-0413 
-0422 
-0431 
-0440 


-0448 
-0457 
-0466 
-0475 
.0484 


-0492 
-O501 
-0510 
-0519 
-0528 


+9537 
-0546 
-0555 
-0564 
+9573 


-0581 
-0590 
-0599 
-0608 
-0617 


-0625 
-0634 
-0643 
.0652 
0661 
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KROBER’S TABLE FOR DETERMINATION OF PENTOSES AND PENTOSANS 
FROM PHLOROGLUCID—Continued. 


SSS 


I 2 3 4 5 6 7 8 
Phloroglucid| Furfural. Arabinose. Araban. Xylose. Xylan. Pentose. | Pentosan. 
©.070 ©.0390 0.0831 0.0731 0.0690 0.0607 | 0.0761 0.0670 
.O71 -0396 -0842 -0741 .0699 0615 -0771 .0679 
-072 -O401 -0853 -0750 -0708 -0623 -0781 . 0688 
-073 .0406 0864 .0760 LOL .0631 -07Q91 .0697 
-074 -O4IL -0875 -0770 .0726 -0639 -0801 .0706 
2075 -0416 .0886 -0780 -0730 0647 -o81r -O714 
.076 -0422 -0897 .0789 -0745 0655 -082I -0722 
.077 -0427 -0908 -0799 -0754 .0663 -0831 -0731 
.078 -0432 -O919 -0809 -0763 -0671 -0841 -0740 
079 -0437 -0930 .0818 -0772 .0679 -O851 -0749 
.080 -0442 -0941 -0828 -0781 .0687 . 0861 -0758 
.081 -0448 20952 -0838 -0790 » .0695 0871 0767 
082 -0453 -0963 0847 -0799 -0703 0881 -0776 
083 -0458 -0074 0857 -0808 LO7UE -o891 0785 
-084 -0463 -0985 -0867 -0817 -O719 -OQOI -0794 
-085 .0468 -0996 .0877 -0827 -0727 -OQ12 - 0803 
086 0474 .1007 -0886 -0836 -0735 -0922 0812 
.087 -0479 -1018 .0896 -0845 -0743 -0932 0821 
.088 0484 -1029 .0906 -0854 -O751 -0942 -0830 
089 0489 -1040 -OQI5 -0863 -0759 -0952 -0838 
2090 -0494 - 1051 +0925 -0872 -0767 -0962 -0847 
-OQI -0499 -1062 -0935 -0881 -0775 -0072 -0856 
-092 +0505 -1073 -0944 -0890 -0783 -0982 -0865 
-093 -O510 -1084 -0954 -0900 -0791 -0992 -0874 
094 20515 - 1095 -0964 _.0909 -0800 - 1002 -0883 
-095 -0520 - 1106 -0974 -0918 -0808 -1012 -O89I 
.096 0525 ered -0983 0927 -0816 -1022 -0899 | 
-097 -0531 -1128 -0993 -0936 0824 . 1032 -0908 
-098 -0536 -1139 -1003 -0946 -0832 -1043 -O917 
-099 -0541 -1150 -IO12 -0955 .0840 - 1053 -0926 
- 100 -0546 -1161 -1022 -0964 0848 -1063 -0935 
- 101 +0551 Alaiye -1032 -0973 -0856 e173 -0944 
-102 -0557 -1182 - 1041 -0982 .0864 - 1083 -0953 
-103 -0562 - 1193 -IO5I -O9QI -0872 - 1093 -0962 
-104 -0567 = 204am - 1060 - 1000 -0880 Bue doy -0Q71 
-105 -0572 -1215 -1070 -I0I0 -0888 =1rt3 .0976 
-106 -0577 -1226 -1080 -1019 0896 Eire -0988 
-107 -0582 Cue) - 1089 -1028 -0904 =1133 -0997 
plOOmy -0588 -1248 - 1099 -1037 -O912 <1143 - 1006 


-109 +0593 -1259 -1108 - 1046 -0920 sre SLOmS 
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KROBER’S TABLE FOR: DETERMINATION OF PENTOSES AND PENTOSANS 
FROM PHLOROGLUCID—(Continued). 


I 
Phloroglucid 


2 
Furfural. 


3 
Arabinose. 


4 
Araban. 


cy loce, 


6 
Xylan, 


7 
Pentose. 


8 


Pentosan. 

0.0598 0.1270 o.1118 ©.1055 0.0928 0.1163 0.1023 
-0603 -1281 -1128 - 10604 -0936 Sys -1032 
.0608 -1292 iG batG) -1073 -0944 - 1183 - 1041 
-0614 ah308 -1147 - 1082 -0952 -1193 - 1050 
0619 -1314 -1156 - 1091 -0960 d202 -1059 
.0624 -1325 -1166 -IIOI -0968 ai 203 .1067 
0629 - -1336 -1176 + LL LO .0976 B23 -1076 
-0634 -1347 -1185 -I1IQ -0984 Bi223 - 1085 
.0640 -1358 -1195 -1128 -0992 -1243 - 1094 
-0645 -1369 -1204 BY - 1000 HAIRS S102 
.0650 -1380 ena! -1146 . 1008 -1263 Sia 
-0655 -1391 -1224 She - 1016 ar273 -1120 
.0660 -1402 21232 -1164 1024 31283 -1129 
-0665 -1413 -1243 Suites - 1032 -1293 -1138 
-0671 -1424 -1253 -1182 -1040 -1303 -1147 
.0676 -1435 -1263 SEEO2 - 1049 SIgi4 ano 50 
0681 -1446 ey -1201 -1057 -1324 -1165 
.0686 BLAG 7, -1282 -1210 -1005 -1334 -1174 
-o691 -1468 -1292 ZE2LO Bro72 -1044 Aun 
.0697 -1479 -1301 -1228 - 1081 -1354 - 1192 
0702 -1490 Bs tel Bie 3 7) . 1089 -1364 - 1201 
-0707 - 1501 aye 2 -1246 - 1097 -1374 -1210 
-O712 EES U2 31330 -1255 - 1105 -1384 -1219 
-0717 P5232 -1340 -1204 Anuieng -1394 sRAAY 
-0723 -1534 -1350 i273 Size -1404 -1236 
0728 -1545 -1360 - 1283 -1129 -1414 -1244 
-0733 - 1556 -1369 E202 a7 -1424 SARS 
.0738 -1567 Es 70 Hiegyep -I145 -1434 -1262 
-0743 EES TO 4) 21389 -1310 -1153 -1444 27 
0748 -1589 -1398 Si2n9 -1161 -1454 .1280 
-0754 - 1600 -1408 -1328 .1169 -1464 -1288 
-0759 1611 -1418 +1337 1177 1474 -1297 
0764 1622 -1427 -1346 -1185 -1484 -1306 
-0769 - 1633 Silay -1355 - 1193 -1494 Sigs 
-0774 -1644 -1447 -1364. .1201 -1504 -1324 
-0780 -1055 -1457 -1374 -1209 -1515 -1333 
-0785 .1666 -1466 -1383 Br2i7 -1525 -1342 
.0790 e077 -1476 -1392 -1225 -1535 Sines 
20795 - 1688 -1486 - 1401 -1233 21545 .1360 
-0800 -1699 .1495 -1410 -1241 -1555 .1369 
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KROBER’S TABLE FOR DETERMINATION OF PENTOSES AND PENTOSANS 
FROM PHLOROGLUCID—(Continued). 


a 


I ‘ 2 3 4 ; 6 lie 8 
Phloroglucid| Furfural. | Arabinose. Araban. Xylose. Xylan. Pentose. | Pentosan. 
0.150 0.0805 0.1710 O.1505 ©.1419 0.1249 0.1565 On 7 7) 
SUSE -O81I SL 720 -I515 -1428 ALAS -1575 -1386 
BLG2 -0816 any 32 -1524 -1437 -1265 -1585 -1395 
-153 0821 -1743 -1534 -1446 -1273 1595 -1404 
-154 -0826 -1754 -1544 -1455 +1281 .1605 -1413 
B55 -0831 -1765 -1554 -1465 -1289 Emons -1421 
-156 -0837 -1776 -1563 -1474° -1297 -1625 -1430 
157 0842 1787 1573 1483 -1305 -1635 -1439 
-158 -0847 -1798 -1583 -1492 Sirens -1645 -1448 
-159 0852 - 1809 -1592 -I501 Be 2 -1655 -1457 
-160 -0857 -1820 -1602 -I510 -1329 -1665 -1465 
- 161 -0863 -1831 -1612 -1519 SR) -1675 -1474 
e102 -0868 -1842 -1621 -1528 -1345 -1685 -1483 
-163 0873 -1853 -1631 1537 -1353 -1695 -1492 
-164 -0878 .1864 -1640 -1546 -1361 -1705 ~ 1501 
.165 -0883 -1875 -1650 -1556 -1369 -1716 Ss US) 
.166 -0888 - 1886 - 1660 -1565 Seay -1726 -1519 
-167 -0894 -1897 . 1669 -1574 -1385 -1736 -1528 
.168 .0899 -1908 -1679 -1583 -1393 -1746 537, 
.169 -0904 -1919 - 1688 -1592 - 1401 -1756 -1546 
-170 -0909 - 1930 - 1698 - 1601 -1409 -1766 -1554 
-171 -O914 -1941 -1708 -1610 eee -1776 -1563 
-172 -0920 -1952 ay) -1619 -1425 -1786 -1572 
Biz -0925 -1963 -1727 -1628 -1433 -1796 -1581 
-174 -0930 -1974 -1736 -LOgy -1441 - 1806 -1590 
2175 -0935 -1985 -1746 -1647 -1449 -1816 -1598 
a7) -0940 -1996 =1756 -1656 -1457 -1826 .1607 
S77 -0946 -2007 -1765 -1665 -1465 - 1836 -1616 
-178 -095I - 2018 Sufi -1674 -1473 -1846 -1625 
7G) -0956 - 2029 -1784 - 1683 -1481 -1856 .1634 
-180 -0g61 = 2039 -1794 -1692 -1489 - 1866 -1642 
18 0966 -2050 -1804 - 1701 -1497 -1876 -1651 
-182 -0971 - 2061 -1813 sufi) -1505 - 1886 -1660 
-183 -0977 -2072 -1823 -1719 Signe - 1896 .1669 
-184 -0982 - 2082 - 1832 -1728 -1521 - 1906 -1678 
-185 -0987 - 2093 -1842 -1738 -1529 -1916" | 1686 
-186 -0992 - 2104 -1851 -1747 -1537 -1926 -1695 
ero -0997 2200s -1861 -1756 -1545 -1936. -1704 
-188 eLOO3 all ams 2 120 -1870 -1765 -1553 | 1946 OR 


-189 - 1008 .2136 - 1880 -1774 -1561 -1955 -1721 
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KROBER’S TABLE FOR DETERMINATION OF PENTOSES AND PENTOSANS 
FROM PHLOROGLUCID—(Continued). 


I 2 3 4 5 6 7 8 
vhloroglucid| Furfural. | Arabinose. Araban. Xylose. Xylan. Pentose. | Pentosan. 
ee ee | | ee | ee ee ee | eee 

2.190 ©. 1013 0.2147 0.1889 0.1783 0.1569 | 0.1965 0.1729 
-191 -1018 -2158 - 1899 -1792 -1577 -1975 -1738 
92 -1023 . 2168 -1908 - 1801 -1585 -1985 -1747 
-193 -1028 -2179 -1918 -1810 -1593 -1995 -1756 
-194 -1034 -2190 -1927 -1819 - 1601 - 2005 -1764 
-195 -1039 - 2201 -1937 -1829 - 1609 -2015 afte 
,196 -1044 -2212 -1946 - 1838 -1617 -2025 -1782 
,197 -1049 E2222 -1956 -1847 -1625 - 2035 -1791 
,198 -1054 2280 -1965 -1856 -1633 -2045 - 1800 
»199 -1059 ~2244 21975 -1865 -1641 2055 -1808 
,200 -1065 -2255 -1984 -1874 -1649 - 20605 -1817 
,201 -1070 . 22606 -1994 - 1883 -1657 -2075 -1826 
202 -1075 E2276 - 2003 -1892 -1665 - 2085 -1835 
203 . 1080 - 2287 -2013 - 1901 -1673 = 2095 -1844 
204 -1085 - 2298 - 2022 - 1910 - 1681 e250 -1853 
_ 205 .1090 - 2309 - 2032 -1920 -1689 -2115 -1861 
_ 206 -1096 -2320 - 2041 -1929 -1697 PRA, -1869 
_207 -IIOI - 2330 - 2051 -1938 -1705 =2034 -1878 
_ 208 - 1106 E2340 . 2060 -19047 PIES - 2144 -1887 
_ 209 PLTLE AP p: . 2009 -1956 20 -2154 - 1896 
_ Pie -1116 - 2363 - 2079 -1965 -1729 - 2164 - 1904 
_2I1 BELZE -2374 - 2089 -1975 SHY -2174 -1913 
_212 D2 7, - 2384 - 2098 -1984 -1745 -2184 -1922 
W253 aey) - 2305 - 2108 -1993 -1753 - 2194 -1931 
.214 Bru 7, - 2406 P27) - 2002 -1761 - 2204 -1940 
2215 -1142 -2417 POG . 2011 -1770 -2214 -1948 
_216 -1147 -2428 - 2136 - 2020 -1778 -2224 SLO 7, 
m2 7) SLES 2 - 2438 -2146 - 2029 -1786 -2234 -1966 
218 -1158 -2449 -2155 - 2038 -1794 -2244 -1974 
_219 -1163 - 2460 . 2105 - 2047 -1802 -2254 -1983 
» 220 -1168 -2471 -2174 -2057 -1810 - 2264 -1992 
B22 ELL 73 . 2482 -2184 . 2006 -1818 -2274 - 2001 
-222 -1178 -2492 - 2193 2075 -1826 -2284 ~2010 
P2238 -1183 -2503 ~ 2203 . 2084 .1834 - 2294 - 2019 
-224 -1189 -2514 Boake - 2093 .1842 - 2304 - 2028 
-225 -1194 2525 -2222 .2102 -1850 - 2314 -2037 
+226 -1199 - 2530 .2232 pou -1858 «2324 . 2046 
B227 -1204 -2546 -2241 -2121 - 1866 - 2334 - 2054 
-228 -1209 -2557 ~2251 -2130 -1874 -2344 . 2063 
-229 pier .2568 .2260 -2139 -1882 - 2354 -2072 
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KROBER’S TABLE FOR DETERMINATION OF PENTOSES AND PENTOSANS 
FROM PHLOROGLUCID—(Continued). 


il. 2 3 4 6 7 8 
Phloroglucid| Furfural. Arabinose. Araban. Xylose. Xylan. Pentose. | Pentosan. 
0.230 0.1220 0.2579 0.2270 0.2148 0.1890 0.2364 | 0.2081 
-231 -1225 -2590 .2280 -2157 -1898 - 2374 - 2089 
R232 ar230 . 2600 -2289 -2166 -1906 =2383 - 2007 
mage +1235 - 2611 -2299 Sealy -1914 - 2393 -2106 
2234 -1240 .2622 - 2308 -2184 -1922 -2403 -2115 
2235 -1245 - 2633 - 2318 +2193 -1930 -2413 -2124 
-236 a2 5a - 2644 22327 -2202 -1938 - 2423 -2132 
-237 -1256 - 2654 32337 -2211 -1946 - 2433 - 2141 
- 238 aL20n . 2665 - 2346 -2220 -19054 - 2443 -2150 
-239 .1266 . 2676 - 2356 -2229 -1962 -2453 -2159 
-240 -1271 . 2687 - 2365 -2239 -1970 -2463 |. .2168 
-241 .1276 . 2608 B2a75 -2248 -1978 -2473 223770 
-242 -1281 . 2708 - 2384 -2257 -1986 - 2483 -2185 
+243 -1287 +2719 +2394 - 2266 -1994 - 2493 ~ 2194 
-244 E1202 22730 - 2403 -2275 - 2002 «2503 -2203 
2245 -1297 -2741 a2452 - 2284 -2010 225s m22h2 
-246 .1302 -2752 ~2422 - 2293 - 2018 +2523 -2220 
-247 .1307 .2762 - 2432 -2302 - 2026 P2583 -2229 
-248 Bran) 22973 - 2441 Sega = 2034 -2543 - 2238 
-249 -1318 -2784 -2451 - 2320 - 2042 -2553 2247 
~250 22323 -2795 . 2460 - 2330 -2050 - 2563 -2256 
e25i Sia28 - 2806 -2470 - 2330 - 2058. 22573) .2264 
2252 $2333 - 2816 -2479 - 2348 . 2066 -2582 2272 
2253 Eki) - 2827 - 2489 - 2357 -2074 -2592 .2281 
2254 -1343 . 2838 - 24098 - 2366 - 2082 - 2602 = 2290 
2255 -1349 - 2849 -2508 22375 . 2090 - 2612 - 2299 
-256 -1354 - 2860 SAY | - 2384 - 2098 .2622 = 2307 
2257 -1359 . 2870 -2520 - 2393 .2106 Pe2082 -2316 
-258 -1364 . 2881 - 2530 2402 -2114 . 2642 -2325 
250m -1369 . 2892 -2545 -2411 «2122 .2652 - 2334 
. 260 cra74 - 2903 -2555 * .2420 52130 - 2662 - 2343 
. 261 -1380 -2014 -2565 -2429 - 2138 - 2672 -2351 
.262 -1385 - 2924 -2574 - 2438 - 2146 - 2681 - 2359 
- 263 -1390 - 2935 -2584 -2447 -2154 - 2691 - 2368 
- 204 -1395 .2946 - 2593 -2456 -2162 a2700 2897) 
- 265 -1400 -2957 - 2603 - 2405 B2n7O e27rE - 2385 
. 206 -1405 - 2968 2612 -2474 -2178 -2721 = 2304 
.207 -I411 -2978 .2622 - 2483 - 2186 22780 - 2403 
. 268 -1416 - 2989 - 2631 = 2492 -2104 -2741 -2412 
-269 -1421 +3000 - 2641 -2502 ~2202 -2751 -2421 
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KROBER’S TABLE FOR DETERMINATION OF PENTOSES AND PENTOSANS 
FROM PHLOROGLUCID—(Concluded). 


2 3 4 5 6 7 8 
Phloroglucid| Furfural. | Arabinose. Araban. Xy lose. Xylan. Pentose. | Pentosan. 
0.270 0.1426 0.3011 0.2650 0.2511 0.2210 | 0.2761 0.2429 
s2 70 S- L435 - 3022 . 2060 -2520 -2218 Seu - 2438 
-272 -1436 - 3032 - 2669 22529 . 2226 -2781 -2447 
e273 -1442 - 3043 -2679 - 2538 - 2234 -2791 - 2456 
-274 -1447 - 3054 - 2688 -2547 -2242 - 2801 -2465 
2275 -1452 - 3005 . 2698 -2550 -2250 - 2811 - 2473 
-276 -1457 -3076 2707, -25605 -2258 - 2821 - 2482 
re -1462 - 3086 Pup ey - 2574 - 2266 . 2830 - 2490 
-278 -1467 - 3097 - 2720 25037 S2274 . 2840 - 2499 
+279 21473 - 3108 - 2736 -2592 -2282 +2850 -2508 
+280 -1478 mee as) - 2745 . 2602 .2290 . 2861 Bagi 
~281 -1483 -3130 E2755 - 2011 - 2208 . 2871 - 2526 
.282 -1488 -3140 -2764 . 2620 - 2306 - 2880 -2534 
- 283 -1493 23151 2774 - 2629 - 2314 - 2890 +2543 
- 284 -1498 -3162 - 2783 - 2638 EE: - 2900 -2552 
»285 -1504 Seki) -2793 . 2047 - 2330 - 2910 . 2561 
. 286 ~1509 - 3184 - 2802 - 2656 - 2338 - 2920 -2570 
-287 -1514 -3194 - 2812 . 2605 - 2346 - 2930 -2578 
- 288 -1519 -3205 - 2821 - 2674 -2354 - 2940 - 2587 
-289 -1524 -3216 - 2831 - 2683 .2362 -2950 - 2596 
-290 +1529 -3227 - 2840 - 2093 .2370 . 2960 . 2605 
2201 -1535 -3238 - 2850 .2702 - 2378 -2970 . 2614 
- 292 -1540 - 3248 - 2859 227 Uh - 2386 - 2980 .2622 
- 293 21545 -3259 - 2868 -2720 - 2394 - 2990 - 2631 
-294 +1550 -3270 - 2878 - 2720 . 2402 - 3000 . 2640 
-205 E555 Ea2o8 - 2887 -2738 -2410 -3010 -2649 
. 296 .1560 -3292 . 2897 -2747 - 2418 = 3020 . 2658 
-297 -1566 +3302 - 2906 -2756 - 2426 +3030 . 2666 
- 298 21571 -3313 -2916 - 2765 ~ 2434 - 3040 - 2675 
+299 +1576 -3324 - 2925 -2774 -2442 | .3050 | .2084 
2300 -1581 26335 - 2935 - 2784 - 2450 «3060 . 2693 


———— SSS. rt 
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SEPARATION AND DETERMINATION OF THE VARIOUS CARBOHYDRATES 
OF CEREALS, ETC. STONE’S METHOD. 


Stone has thus tabulated the results of a series of analyses of various 
samples of wheat, flour, corn, and bread, in which he has separated the 
principal carbohydrates.* 


PERCENTAGES OF VARIOUS CARBOHYDRATES IN CERTAIN FOODSTUFES. 


Sucrose.| Invert | Dextrin,| Soluble Pento- | Crude 
‘| Sugar. 


Starch. | sans. Fiber. 
Wiholetwiheat pls onctel sleissie eevee stots aster O52) | O208) | On27 0 O-COm maa 54 2.68 
Wiholenwheat wll jaretecicrsleiiecetesir erie 0.72 ©.00 0.41 ©.00 4.37 25% 
Wiheatsflouryelifn varietal eieteiel sale oe ort O.18) | 9 0.00 || "O290" || OZ00)| Oz 00m NEOn25 
Nava Te, IDE SS omiocucdecnatenie soc 0.20 | 0.00 T.00 | 0-00 0.00 0.25 
Corman: Soe core ose nas teem 0227) | F000 950-32) | O-COn|l me Samed 1.99 
SULANE OTN cope soobouecenuSUBSceeuT 8.38 | 0.07, |210.35 4 0200 4.89 1.00 
Breads (whea tal) rjesetateces ree tlerec t= = MOS i Cane |) tales} Toy 4-16 2.70 
Bread wheat hl) its cteciensrsterstetereerteee sc Rey I Ceay/ || ees 2.36 4-34 2.02 
Breada(HOUr  L) Verte csivesl-rstererstener= yeaa) Weser ©2100) 02271 1.99 | 0.00 0.34 
Breada(HouUre Ll) Werseatetatatstotee ts erent it I) ested ij! sOe Lear Osco 0.17 
(Clonal GAS (GHA 06 cubeacossuboScas ep de) Keven Kaye|| Wwolotey | eastcke) |) 3 by 222 


Determination of Cane Sugar.—ioo grams of the finely ground ma- 
terial are extracted by boiling under a reflux condenser with 500 cc. of 
95% alcohol for three hours, the alcoholic extract is filtered, evaporated 
nearly to dryness, and then taken up with a small amount of. water, to 
separate the sugar from the oils and waxes dissolved by the alcohol. This 
aqueous solution is invariably dextro-rotary, and seldom contains any 
reducing sugar. If the latter is present, it is determined in an aliquot 
part of the aqueous solution with Fehling’s solution, the result being 
calculated to dextrose. The remainder of the aqueous sugar solution, or 
the whole of it, if, as is almost always the case, dextrose is absent, is 
then inverted by heating with hydrochloric acid in the usual manner 
(page 611) and the sugar is estimated with Fehling’s solution, calcu- 
lating the result to sucrose (page 642). 

Determination of Dextrin.—Digest the residue from the above alco- 
holic extraction from eighteen to twenty-four hours with 500 cc. of cold 
distilled water, shaking frequently. On filtering, a clear solution is ob- 


* Jour. Am. Chem. Soc., 19, 1897, p. 183, and U. S. Dept. of Agric., Off. of Exp. Sta., 
Bul. 34. The percentages of normal starch found by Stone are obviously erroneous, and 
are for this reason excluded from the table as here given. 
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tained, which should be tested with iodine for soluble starch. If the 
latter is not found (which is nearly always the case), the solution is con- 
centrated to a small volume, avoiding a temperature higher than 80° to 
go°, and this is boiled under a reflux condenser for two hours with one- 
tenth its volume of hydrochloric acid (specific gravity 1.125). Deter- 
mine the dextrose by Fehling’s solution and calculate to dextrin by the 
factor 0.9. Or, instead of submitting the concentrated aqueous extract to 
hydrolysis as above, the dextrin may be roughly determined gravimetrically 
therein by treating with several volumes of strong alcohol until no further 
precipitation is produced. The flocculent precipitate thus obtained is 
collected, dried, and weighed. 

*’ Determination of Starch.—Dry in an oven the residue from the pre- 
ceding treatment and determine its quantitative relation to the original 
sample; 2 grams are then accurately weighed and subjected to the dias- 
tase method of starch determination (page 292). 

Determination of Pentosans and Hemicelluloses.—The washed resi- 
due, left after filtering off the starch-containing solution from the process 
of heating with malt extract in the preceding starch determination, is 
boiled for an hour with 100 cc. of 1% hydrochloric acid, which converts 
all the pentosans into sugar. Filter, and wash the residue thoroughly, 
make up the solution to 200 cc., and determine the sugar with Fehling’s 
solution, calculating the results for xylan, assuming that the chief sugar 
formed is xylose. The reducing power of xylose is assumed to be 4.61 
milligrams for each cubic centimeter of Fehling’s solution. If the volu- 
metric Fehling method is used, 10 cc. of Fehling’s solution are thus 
equivalent to 0.046 gram xylose. XyloseX0.88=xylan. 

Crude Fiber (Cellulose, etc.)—The residue from the last dilute acid 
hydrolysis is boiled with 200 cc. of 1.25% solution of sodium hydroxide 
for half an hour, filtered, dried, and weighed. It is then ignited, and 
the weight of the ash deducted from the first weight. 


PROTEINS OF CEREALS AND VEGETABLES. 


Different cereal and vegetable foods present considerable variations 
in the character and extent of their protein constituents, and by no means 
all of the common vegetable foods have been studied in detail. 

Osborne, in connection with Voorhees and Chittenden, has made 
a careful study of the proteins of many of the cereals, of potatoes, and 
of peas. A brief outline only will be given in what follows of methods 
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for separation of the vegetable proteins. For fuller details the reader 
is referred to the work of Osborne e¢ al. in the American Chemical Journal, 
Vols. >> 14, and 15, and to the Journal of the American Chemical Society, 
Vols. 17, 28, 19, and 20. 

Proteins Soluble in Water and Dilute Salt Solution.—By the action 
of various solvents it is possible to separate the different classes of pro- 
teins for examination or analysis. Thus water at first applied extracts 
certain of the soluble proteins, as does a weak salt solution. Osborne 
and Voorhees recommend the use of a 10% solution of sodium chloride ; 
as the first solvent to apply for separating vegetable proteins, shaking 
the finely ground material with twice its weight of the salt solution. The 
salt solution, after filtering, is then subjected to dialysis, the protein matter 
thus separated out being a globulin, while that not precipitated on dialysis 
is assumed as the protein matter of the substance soluble in water. Two 
albumins and a proteose are found in wheat to be thus soluble in water. 

Ii the proteins soluble in salt solution are to have their total nitrogen 
determined, they are completely precipitated from the solution by satu- 
rating with zinc or ammonium sulphate. 

There are thus two classes of proteins soluble in 10% salt solution: 
(a) globulins, insoluble in water alone, and (b) albumins and proteoses, 
which are soluble in water. 

Separation of Albumins, Proteoses, and Globulins.—Starting with the 
aqueous solution containing the albumins and proteoses, if present, the 
former are best separated according to Osborne and Vorhees by fractional 
coagulation, effected by heating at different temperatures, those that 
precipitate out at a temperature under 65° being first filtered out, and 
the filtrate submitted to a higher temperature not exceeding 85°. The 
two portions thus separated may be collected in filters, and their nitrogen 
separately determined. 

The proteose may be precipitated from the filtrate by saturating with 
ground salt, or by adding, first salt to the extent of 20%, and finally acetic 
acid. 

The globulins, precipitated in the original 10% salt solution by the 
process of dialysis as described, may themselves be separated by employing 
salt solution of varying strength as solvents.* 

Proteins Soluble in Dilute Alcohol, but Insoluble in Water.—The 
residue from the treatment with 10% sodium chloride is digested with 75% 
alcohol at about 46° C. for some time and filtered. The residue is further 


ok 


* Am. Chem. Jour., 13, p. 464. 
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digested at about 60° with 75% alcohol three separate times. The evapo- 
rated filtrates contain the alcohol-soluble proteins. In this class are the 
hordein of barley, the gliadin of wheat and rye, and the zein of corn. 

Proteins Insoluble in Water, Salt Solution, and Dilute Alcohol.—It is 
customary to determine the nitrogen in the final residue without further 
attempt to separate the remaining protein matter. It is, however, possi- 
ble to further extract with alkaline and acid solvents, if desired, which 
process, however, changes the nature of the proteins from that in 
which they originally exist in the substance. 

Character and Amount of Proteins in Wheat.*—The proteins of 
wheat, according to Osborne, are five in number, as follows: 


Amount Present, 


Per Cent. 
pI ater f Albumin (leucosin)...... 0.3 to0.4 
NeProtopeer 5c Cashes ect: Ong 
Soluble in 10 per cent NaCl: Globulin (edestin)....... 0.6 to 0.7 
Soluble in dilute alcohol: Gliadinee aan see te cee 4.25 
Insoluble in above: Glutenin@eer en s-era- 4.00 to 4.5 


The term gluten is applied to the protein content of wheat flour 
insoluble in water, the value of flour for baking bread depending. on 
the amount present. Gluten contains the two definite proteins, gliadin 
and glutenin. Crude gluten, as obtained by washing the dough in the 
analytical process (page 331), is a complex mixture of many bodies, 
containing, besides the two proteins above named, small quantities of 
cellulose, mineral matter, lecithin, and starch. 

Separation and Determination of Wheat Proteins.—Teller’s Method.t— 
Non-gluten Nitrogen.—Two grams of the finely divided sample are mixed 
with about 15 cc. of 1% salt solution in a 250-cc. flask. The flask is shaken 
at intervals of ten minutes during one hour, after which it is filled te the 
mark with the salt solution and al'owed to stand two hours. The super- 
natant liquid is then filtered through a dry filter into a dry flask. leaving 
most of the solid material ‘n the flask, passing the first part through twice, 
if necessary, for a clear filtrate. With a pipette, exactly 50 cc. of clear 
filtrate are run into a 5oo-cc. Kjeldahl digestion-flask, 20 cc. of the usual 
reagent sulphuric acid for the Gunning process (p. 58) are added, and 
the contents of the flask brought to a gentle boil. After the water has 


* Am. Chem. Jour. XV, 392-471; XVI, 524. 
+ Ark. Exp. Sta. Bul. 42, p. 96. 
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been driven cff and the acid has stopped foaming, the potassium sul- 
phate is added and the digestion completed. From the per cent of. 
nitrogen thus obtained 0.27% is deducted, this figure corresponding to 
the amount of gliadin soluble in 1% salt solution under the above con- 
ditions. The remainder is the percentage of non-gluten nitrogen. 

Gluten Nitrogen.—This is obtained by difference between the total 
nitrogen and the non-gluten nitrogen as above obtained, or by deducting 
the combined nitrogen of the edestin, leucosin, and the amido-nitrogen 
from the total nitrogen. 

Edestin and Leucosin.—Edestin is a globulin belonging to the vegetable 
vitellins, and is precipitated from salt solutions by dilution, or by satu- 
ration with magnesium or ammonium sulphate, but not by saturating 
with sodium chloride. It is not coagulated below 100° C., but is partly 
precipitated by boiling. Leucosin is an albumin, coagulating at 52°, 
but precipitates from salt solution by saturating with sodium chloride 
or magnesium sulphate. 

To 50 cc. of the clear salt extract, obtained as described under non- 
gluten nitrogen, 250 cc. of pure 94% alcohol are added in a Kjeldahl 500-cc. 
digestion-flask, the contents thoroughly mixed, and allowed to stand 
over night. The precipitate is collected in a 1o-cm. filter, which is 
returned to the flask and the nitrogen determined. This represents 
the nitrogen of the combined edestin and leucosin. These proteins 
may, however, be separated by coagulating the leucosin at 60°, and pre- 
cipitating the edestin by adding alcohol to 50 cc. of the clear filtrate, 
determining the nitrogen separately in each precipitate. 

Amido-nitrogen.—Allantoin, asparagin, cholin, and betaine are nitrog- 
enous bases present in wheat. ; 

Ten cc. of a 10% solution of pure phosphotungstic acid are added 
to roo cc. of the clear salt extract as above obtained, thus precipitating 
all the proteins, which are allowed to settle preferably over night. Fil- 
ter, and determine the nitrogen in the clear filtrate. The filtrate 
should be tested with a little of the phosphotungstic acid reagent to 
make sure that all the proteins have been separated. In some 
cases, as in bran for instance, more than ro cc. of the reagent are 
necessary. 

Gliadin is dissolved most readily from flour by hot dilute alcohol, 
but is entirely insoluble in absolute alcohol. One gram of the mate- 
rial is extracted with 100 cc. of hot 75% alcohol, by shaking the mixture 
thoroughly in a flask, and heating for an hour at a temperature just below 
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the boiling-point of alcohol, with occasional shaking. After standing 
for an hour, the hot liquid is decanted upon a ro-cm. filter, and 25 cc. 
of the hot alcohol are added to the residue and shaken, after which the 
residue is again allowed to settle, and the liquid decanted. This is 
repeated six times. The remainder of the alcohol is then driven off 
by evaporation, and the nitrogen determined in the residue. The 
difference between the total nitrogen and the nitrogen thus obtained, 
gives the nitrogen of the alcoholic extract, which includes the amides. 
Subtracting the latter, or amido-nitrogen, the remainder is the gliadin 
nitrogen. 

Glutenin Nitrogen.—This is the difference between the gluten nitro- 
gen and the gliadin nitrogen. 

The factor by which the nitrogen should be multiplied in determin- 
ing the various proteins, according to Osborne and Voorhees, is 5.7 for 
wheat. 

Proteins of the Common Cerea!s and Vegetab!es.—Osborne and his 
coworkers have made a detailed study of the protein constituents not 
only of wheat as above outlined, but of other common grains and vegeta- 
bles, and the results of these investigations may be thus briefly sum- 


marized: 
Proteins of rye: * 
ne Per Cent. 
Insoluble in salt solution .............. ABOOBONC slsleieleleleieinialsislaicisie\siotelelelelersici= 2.44 
Soluble in alcohol, gliadin ............. SEDSOOOC Seloie cielo iareieieleisistsicie cteleiere eerste 4.00 
Soluble in water, leucosin........... aiolstoisisiercieleve Sisisicipeleee eae s ee cies cent 0-43 
: . __ f Edestin 
Soluble in salt solution: Protease t 50 OU, DASOUOS ze elelelsioie eile pista eicisioisicieisteere clove 1.76 
8.63 
Proteins of barley:T PeriGents 
; _ § Leucosin } 
Soluble in water: } Proteose [ 7TTTT teeter treet e este ect eect eee eee ees 0.3 
SOMUMeMMESA TSO MOU MC CESLIM act atswisiat ofetalsis\o/clolelale\s]<\cieielc aleieie's wyereieisierereteieis/ stele TOS 
Solmblemanciliterlcohol borden ices osiccs 24 vl 0.6 sjoew o's oe clersisinie heals sesisince 4-00 
Insoluble in water, salt solution, and alcohol................- Sesieaniste ceuts 4-50 
Proteins of corn: 
Solublesiaayater se PTOLCOSes a ware os yore ate raale'd cial a\e elete s sicicisiele e'siele steels le eis ocese 0.06 
Wenvyasolulole clobillitinemttsvel=rstsr\a\eisle eletetetstare efeteraretetere 0-04 
Somplenmbcale SOlmthory- mel icy SUV sr talaystets ore loin slo 1a elalole\ei=i=/aiclelnlalalale <lecclaleialeleletel= 0.25 
I CLESTIINS croc ales cine aie micicin'o! o\eioho(eisierstavateterafolabalete eiatcts a ea (9) 
Sollplennmdi ute alcool: Lelia, = 12615) sfs)sta 2la1</s1n!0ia)e\olele)>\-1=/alelai~ ptteeeeeeeee 5-00 
Insoluble in above, but soluble in two-tenths per cent potash soluiion.......... Beis 
Protein of pea:§ ‘ 
Soluble in salt solution: Globulins | Vyidhin, 9720202 LITE Bee 
Soluble in water: Albumin, legumelin, proteose........-.-.--- edare pete slates eerie 2.03 


* Jour. Am. Chem. Soc., 17, page 429. {i lbidser7, D530: 
t Ibid., 19, p. 525. § Ibid., 18, p. 583; 20, pp. 348 and qro. 


310 FOOD INSPECTION AND ANALYSIS. 


MINERAL CONSTITUENTS OF CEREALS AND VEGETABLES. 


The food analyst often finds the determination of one or more of the 
mineral constituents of a food product of value as a means of detecting 
adulteration, since the addition of foreign material may alter materially 


the composition of the ash. 


The following table * shows the composition of the pure ash of common 


cereals. 
COMPOSITION OF ASH OF CEREALS. 

K.0. | Na2O. | CaO. | MgO. | Fe2O3. | P20s. | SOs. | Cl. 
Wiheat (Ganada) eit es 24.03) 9.55] 3.50] 13.24] 0.52 | 46.87| 0.01] 0.00 
Rye (Minnesota)........... 27.60) -4.04\"5.50) BL. 73) 5623 | 40.01|1On52)50n50 
Barleya (Ueios) sere aie 2405). 6,42) 244) 18. 23180.33) 359471 onezimousO 
Oxtsi(UasS distin ete 15.91] 4.38] 4.09] 7.18] 0.20 | 24.34] 0.48] 1.02 
Comin Sak: ss oo eteterss 30% 33,020. 7 7203.2 Si) 7 eOO|hOn50N NS 5225 Ons thOnoo 
Rice, polished (Guatemala). .] 20.84] 13.98) 4.48] 9.60] 0.89 | 43.21| 0.24} 0.80 
Buckwheats (USS. saemaeeaae 35-15| 2.26] 6.62] 20.55] 1.68 | 24.00] 3.59] 0.67 


SiOz. 


2.28 
2.45 
22530 
42.64 
I.00 
6.14 
5-54 


Snyder t+ obtained the following average results in the analysis of 


the ash of 12 samples of wheat: 


Potash’ (KsQ) 2 et eee ree are eee 30.2% 
podan(NasO) x Tce aie ccm ner aete ete ieee 0.7 
Lime (CaO) er eee me cea ee ache eters eS 
Magnesian( MgO) eof ice se ete ae ee eee 13-2 
Rermicioxiden es@s)p eae. oe ens ee ees 0.6 
Phosphorictcid (FsQs). <i: << eee ene ere eee 47-9 
Sulphuric acilMSOg}i2 ents eee ee ee oe 
milled S1Og) San ars So cere eae cee eee 0.7 
Chlorine (Cl) Soe ssc etamenas vias oe, eee am O22 


The average amount of ash in the grain was 2.0%. 


K6nig gives the following analyses of the ash of various leguminous 


and other vegetables: 


*U.S. Dept. of Agric., Bur. of Chem., Bul. 13, part 9, p. 1212. 


{ Minn. Agric. Exp, Sta., Bul. 29, 1893, p. 149. 
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an >& « 

Oo ue : © & 

.2@|A8 8 | 8 a 5 

oOo” = . a be ao & o 

aa] sa] 4 i 20 On |eeccee ss . | -€ 

Bt{ao] 8} s | @ | @] g| ga [ee] 8] 8 

Za ne a B 3 Sele cae B a | od 
IBeanstaes eta: 15 | 3-57] 42.49] 1.34] 4.73] 7.08] 0.57] 38.74] 2.53] 0.73] 1.57 
Pease eee ss 29 | 2.73] 41.79] 0.96] 4.99] 7.96] 0.86) 36.43] 3.409] 0.86] 1.54 
Potatoes. ...... 53 || 3-77) 60.37) 2.62] 2.57) 4.60) 1.18] 17.33] 6.40) 2.13) 3.15 
Be etSaetts cre ore es 15 | 6.44] 54.02} 15.90] 4.12] 4.54] 0.82] 8.45] 3.17] 2.38] 8.40 
Carrots cee 62 EX | 5-58] 35.21] 22.07] 11.42] 4.73] 1.03| 12.46] 6.72] 2.47] 5.13 
ANTS va catar 32 | 8.01] 45.40} 9.84] 10.60] 3.60] 0.82] 12.71] 11.10] 1.87] 5.01 


Scheme for Complete Ash Analysis.—The following scheme in essen- 
tial details was suggested by the later Prof. S. L. Penfield of Yale Uni- 
versity for use at the Connecticut Agricultural Experiment Station. 

Preparation of Ash—The amount of material which should be re- 
duced to ash depends on the percentage of total ash present and the 
amount of material available. Usually 1oo grams is a suitable amount; 
if, however, the material (e.g., tobacco) is rich in ash, 50 grams is suffi- 
cient, while if it, contains but a small amount of ash, 200 grams or even 
more may be required. About 5 grams of ash is a liberal amount for a 
complete analysis, but in case of necessity 1 gram will suffice if care is 
taken to so adapt the scheme as to make as many determinations as pos- 
sible on one weighed portion. 

The ashing is carried on in a platinum dish heated below redness 
by a Bunsen burner. In order to distribute the heat and prevent over- 
heating, a piece of asbestos paper is introduced between the dish and the 
flame. The material first chars, then begins to glow just below the 
surface, and the combustion gradually extends downward until it reaches 
the bottom of the dish. Then, and not until then, the unburned carbon 
on the surface should be stirred in with the ash to facilitate burning. 
Care should be taken not to heat higher than dull redness, thus avoiding 
the loss of alkali chlorides and the fusion of alkali phosphates about 
the particles of carbon. A muffle furnace may be used to complete the 
burning. 

Substances rich in starch or sugar are most difficult of combustion, 
as the charcoal forms a hard mass, while substances rich in fibrous or 
woody matter burn quite readily without losing their powdered con- 
dition. A certain amount of unburned carbon is no disadvantage, as 


it is determined in the course of the analysis. 
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Finally cool the ash, grind to a powder, mix without loss, and weigh, 
thus determining the percentage of crude ash. 

Determination of Water.—Heat a gram of the ash in a platinum 
crucible well below redness to constant weight. 

Determination of Carbonic Acid. — Determine carbonic acid as 
described on p. 353 using the portion dried for the determination of 
water. 

Determination of Charcoal and Sand.—Weigh 1 gram of the ash, 
or transfer the solution and residue from the determination of carbonic 
acid, into a beaker, add 25 cc. of water and 25 cc. of 10 per cent hydro- 
chloric acid, and boil gently for 10 minutes. Filter on a Gooch crucible, 
and wash thoroughly with hot water. Reserve the filtrate for determina- 
tion of silica, iron oxide, alumina, lime, and magnesia. Wash the residue 
on the crucible once with alcohol and once with ether, and dry to 
constant weight at 100° C. Ignite and weigh again. The loss on 
ignition is the charcoal, the residue is sand. 

Determination of Silica, Iron Oxide, Alumina, Lime and Magnesia.— 
Evaporate to dryness in a platinum dish the filtrate from the determina- 
tion of charcoal and sand, heat for some hours on the water bath, and 
dry at 130° C. until all hydrochloric acid is removed. Moisten the 
residue thoroughly with concentrated hydrochloric acid, add hot water, 
stir, and decant the solution on an ashless filter. Treat the residue 
again with acid and hot water, and repeat the treatment until nothing 
but silica remains undissolved. Finally collect the silica on the paper, 
wash with hot water, ignite in a platinum crucible; and weigh. 

To the filtrate add ammonia until a precipitate forms which remains 
on stirring, and then add sufficient hydrochloric acid to just dissolve the 
precipitate. Heat to 50° C. and add an excess of ammonium acetate 
solution and 4 cc. of 80 per cent acetic acid. Digest at 50° C. until 
the mixed phosphates of iron and alumina have settled, filter, wash with 
hot water, ignite in a platinum crucible, and weigh. As the precipitate 
is usually slight and consists almost entirely of iron phosphate, the 
iron oxide may be calculated with reasonable accuracy using the 
factor 0.53. If, however, greater accuracy is desired fuse the weighed 
precipitate with 10 parts of sodium carbonate, dissolve in dilute sul- 
phuric acid, reduce with hydrogen sulphide, determine iron by the vol- 
umetric permanganate method, and in the same solution determine phos- 
phoric acid by the molybdic method. The alumina is obtained by 
difference, subtracting the sum of the weights of the oxide of iron and 
phosphoric acid from the total weight of the precipitate. 
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To the filtrate from the mixed phosphates add an excess of ammo- 
nium oxalate, allow to stand in a warm place over night, filter, ignite 
the precipitate in a platinum crucible over a Bunsen burner, and finally 
to constant weight over a blast lamp, thus obtaining the calcium oxide. 

Precipitate the magnesia in the filtrate from the lime by adding 
ammonia to alkaline reaction, then an excess of sodium phosphate solu- 
tion with constant stirring, and finally sufficient concentrated ammonia 
to form one-tenth the final volume. Let stand over night, collect the 
magnesium ammonium phosphate on a Gooch crucible, ignite to mag- 
nesium pyrophosphate, and weigh. 

Determination of Sulphuric Acid, Potash, and Soda.—Boil 1 gram 
of the ash with dilute hydrochloric acid, and remove charccal, sand, and 
silica, as described in the preceding section. Evaporate nearly to dryness 
to remove the excess of acid. Dilute to 100 cc., heat to boiling; and add 
barium chloride solution drop by drop until the sulphuric acid is pre- 
cipitated. Allow to stand over night, filter, ignite, and weigh as 
BaSO,. 

Heat the filtrate to boiling, add enough barium hydroxide to make 
the solution strongly alkaline, filter, and proceed with the determina- 
tion of potash and soda, as described on p. 361. 

Determination of Phosphoric Acid.—Dissolve 0.5 gram of the ash 
in hydrochloric acid, filter, and wash. Neutralize with ammonia, clear 
with nitric acid, and proceed as described on p. 362. 

Determination of Chlorine.—Dissolve 1 gram of the ash in cold, very 
dilute nitric acid, filter, and wash. To the filtrate add an excess of 
silver nitrate, and heat nearly to boiling with constant stirring. Filter 
on a Gooch crucible, wash with hot water, dry the precipitate at a low 
heat, and heat cautiously at dull redness until the silver chloride has 
partially melted. 

If desired the chlorine may be determined volumetrically by Vol- 
hard’s method, as follows: ‘To the nitric acid solution add a known 
volume of decinormal silver nitrate solution sufficient to precipitate the 
chlorine, and 5 cc. of saturated solution of ferric alum. Titrate with 
decinormal ammonium thiocyanate solution until a permanent brown 
color is formed. Subtract the volume required from the volume of 
decinormal silver nitrate added, and calculate the chlorine. 

Determination of Sulphur in Vegetable Materials.*—Place from 1.5 
to 2.5 grams of material in a nickel crucible of about Ico cc. capacity 


*A_O, A. C. Method, U. S. Dept. of Agric., Bur. of Chem., Bul. 107 (rev.), pp. 23, 24. 
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and moisten with approximately 2 cc. of water. Mix thoroughly, using 
a nickel or platinum rod. Add 5 grams of pure anhydrous sodium 
carbonate, and mix. . Add pure sodium peroxide, small amounts (approx- 
mately 0.50 gram) at a time, thoroughly mixing the charge after each 
addition. Continue adding the peroxide until the mixture becomes 
nearly dry and quite granular, requiring usually about 5 grams of 
peroxide. Place the crucible over a low alcohol flame (or other flame 
free from sulphur), and carefully heat with occasional stirring until 
contents are fused. (Should the material ignite the determination is 
worthless.) After fusion, remove the crucible, allow to cool somewhat, 
and cover the hardened mass with peroxide to a depth of about 0.5 cm. 
Heat gradually, and finally with full flame until complete fusion takes 
place, rotating the crucible from time to time in order to bring any 
particles adhering to the sides into contact with the oxidizing material. 
Allow to remain over the lamp for ten minutes after fusion is complete. 
Cool somewhat. Place warm crucible and contents in a 600 cc. beaker, 
and carefully add about roo cc. of water. After violent action has ceased, - 
wash material out of crucible, make slightly acid with hydrochloric acid 
(adding small portions at a time), transfer to a 500 cc. flask, cool, and 
make to volume. Filter, and take a 200 cc. aliquot for determination 
of sulphates by precipitating with barium chloride in the usual manner. 

Determination of Chlorine in Vegetable Substances.* — Impreg- 
nate 5 grams of substance in a platinum dish with 20 cc. of a 5 per cent 
solution of sodium carbonate, evaporate to dryness, and ignite as 
thoroughly as possible. Extract the residue with hot water, filter, and 
wash. Return to the platinum dish, ignite to an ash, dissolve in nitric 
acid, and determine chlorine by the Volhard method (p. 313). 


MICROSCOPY OF CEREAL PRODUCTS. 


The histology of the cereals is more fully considered in the works on 
food microscopy, the brief descriptions here given should, however, enable 
the food chemist to identify the commoner products. The tissues of the 
various cereals are quite distinctive, serving usually to determine the 
particular grain from which a given product is made. In the case of 
flour the tissues are largely removed in milling, the fragments remaining 
being small and few in number. Such products are identified either by 


* A. O. A. C. Method, U. S. Dept. of Agric., Bur. of Chem., Bul. 107 (rev.), pp. 23, 24. 
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the character of the starch grains—as in the detection of wheat or corn 
flour in buckwheat flour—or else, if the starch is not sufficiently char- 
acteristic—as in the detection of wheat flour in rye flour—by examining 
the tissues from a considerable amount of the material. 

The most convenient method of accumulating the tissues from flour 
is to mix thoroughly 2 grams of the material with 200 cc. of water and 3 cc. 


Frc, 62.—Wheat. Elements in Surface View. 160. (WINTON.) 


epi! epicarp at end of grain, with ¢ hairs; efi” epicarp on body of grain; hy hypoderm 
(first layer of mesocarp); in intermediate cells; é cross cells; ¢w! typical tube cells; tw? tube 
cells passing into spongy parenchyma; o outer layer of spermoderm; 7 inner layer of sperm- 
oderm; P perisperm; a/ aleurone cells; am starch grains. 


of sulphuric acid, bring to a boil, allow to settle, and carefully decant off 
the liquid from the deposit of tissues. The tissues are mounted for 
examination in very dilute sodium hydroxide solution. 

Wheat Products.—Fig. 62 and Pl]. VIII show the principal elements 


of the wheat kernel. 
The outer layer or epicarp (Fig. 62, epi! and epi?) consists of beaded 
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cells, which on the body of the kernel are elongated, but at the end are 
polygonal. From this layer at the end of the kernel arise the hairs (Fig. 
62, ¢; Pl. VIII, Fig. 151) which form a beard clearly visible under a lens. 
Some of these hairs become detached in milling, and pass endwise through 
the bolts, hence their presence in even the highest grade of flour. The 
second layer or hypoderm (hy) resembles the first, while the third, 
although likewise made up of beaded cells, is strikingly different and 
forms the most characteristic tissue of the grain. These cells (Fig. 62, 
tr; Pl. VIII, Fig. 150) being transversely extended are known as “ cross 
cells,’ and are further distinguished from the outer layers by their ar- 
rangement side by side in rows. The cells of the intermediate layer (Fig. 
62, in) and the tube cells (tu! and tu?), although of striking appearance, 
are not of as frequent occurrence as the other layers. The crossing 
layers of the seed coat or spermoderm (z and 0), are often met with, 
and are characterized by the thin walls of the cells and their brownish 
color. 

The perisperm (P), consisting of colorless cells, is seldom seen, except 
after special preparation, while the next layer, made of up aleurone cells 
(Fig. 62, al; Pl. VIII, Fig. 150), is the most conspicuous of the kernel. 
This layer is not, however, characteristic of wheat, as it is found in all 
cereal grains and in buckwheat. The aleurone cells do not contain, as 
was formerly supposed, the gluten of the grain; this occurs with the 
starch in the thin-walled cells within the aleurone layer. 

The starch granules (Fig. 62, am; Pl. VIII, Fig. 152) are described 
on page 289. The starch cells and the aleurone cells together form the 
~ endosperm. 

The germ, situated at one side of the lower end of the kernel, is made 
up of very small cells containing fat and protein, but no starch. 

Rye Products.—The structure of rye (Fig. 63; Pl. VII) resembles 
closely that of wheat. The number and general characters of the cell 
layers are the same in both, and the starch granules are very much alike. 
There are, hcwever, certain points of difference which serve to dis- 
tinguish the products of the two cereals, and even to detect the presence 
of a wheat product in a rye product, and vice versa: 

First. The breadth of the cavities of wheat hairs is usually less than 
the thickness of the walls, whereas in rye hairs the reverse is often true 
(Figs. 62 and 63, 2). 

Second. The cross cells of wheat have rather thick, distinctly beaded 
side walls, and thin, pointed end walls; the cross cells of rye have rather 
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thin, indistinctly beaded side walls, and usually swollen, rounded end 
walls (Figs. 62 and 63, ir; Figs. 150 and 146). 

Third. The large starch granules of wheat seldom reach 0.0 50 mm. 
in diameter, while those of rye frequently exceed that limit. Radiating 
clefts often occur in the starch granules of rye (Pl. VII, Fig. 148). 


Fic. 63.—Rye, Outer Bran Layers in Surface View. Epicarp consists of porous cells with ¢ 
hairs, and v hair scars; ¢ cross cells. 160. (MOELLER.) 


Fourth. Wheat flour yields a considerable amount of gluten when 
treated according to Bamihl’s test (page 336); rye flour yields none or 
only a tracé. , 

Barley Products.—The common varieties of barley are “ chaffy,” 
that is, the grain after threshing is still closely invested by the chaff 
(Pl. I, Fig. 123). The grain within the chaff is analogous in structure 
to wheat and rye, but differs from these in that the cross cells are not 
beaded and form a double layer (Fig. 64, ir), and the starch granules 
seldom exceed 0.035 mm. in diameter (Pl. I, Fig. 124). The starch is 
more fully described on page 290, 

Corn Products.—The most characteristic element of corn is the 
starch (page 290; Pl. IV). Polygonal starch granules 0.017 to 0.030 
mm. in diameter occur in no other vegetable product of economic im- 
portance, excepting the seeds of Kaffir corn and other grains belonging 
to the genus Sorghum, which are used chiefly for cattle or poultry foods. 
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Oat Products.—The oat kernel resembles barley in appearance, 
but is nct ribbed. In the preparation of oat meal and other breakfast 


Fic. 64.—Barley. Surface view of tr double layer of cross-cell; tw tube cells; de seed coat. 
300. (MOoELLER.) 


foods, the chaff (Pl. IV, Fig. 135; Pl. V, Fig. 137) is removed and 
utilized as a cattle food. The elements of the grain of chief value in 


Fic. 65.—Rice. Bran coats in surface view. epi epicarp; mes mesocarp; ¢ cross cells; 
‘tu tube cells; S seed coat; N perisperm. 300. (WINTON.) 


identification are the hairs and the starch granules. The hairs (Pl. V, 
Fig. 138) are much longer than those of wheat, rye, and barley, often 
reaching 1.mm. They taper toward both ends, so that when detached 
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they often appear to be pointed at the base as well as at the apex. The 
starch granules are small, of the polygonal type, and often occur in egg- 
shaped aggregates (page 291; Pl. V, Fig. 139). 

Rice Products.—The chaff which envelops this grain is rough and 
silicious, and after removal from the inner kernel is not suited even for 
cattle food. Its appearance under the microscope is shown in Plate VI, 
Fig. 142. The thin skin of the kernel proper is largely but not entirely 


Fic. 66.—Buckwheat. Bran coats in surface view. Seed coat consists of 0 outer epidermis, 
m spongy parenchyma, and ep inner epidermis; a/ aleurone cell. 300. (MOELLER.) 


removed in the preparation of rice for the market. ‘The elements of this 
skin are shown in Fig. 65, the outer layer (ep7) being the most char- 
acteristic. Unlike wheat, rye, and barley, it has no beard. Rice starch 
(Pl. VI, Fig. 143) is hardly distinguishable from oat starch. It is 
described on page 291. 

Buckwheat Products.—In the preparation of buckwheat flour the 
black outer hulls and the inner skin or bran are largely, but not com- 
pletely, removed. The bran elements are characteristic constituents of 
the flour, and are rendered especially distinct by adding a drop of dilute 
potassium hydroxide solution to a water mount (Fig. 66). The cells 
with wavy walls (0) and the spongy parenchyma (m) are especially 
noticeable. The starch of buckwheat resembles that of oats, but the 
individual granules are somewhat larger and occur in rod-shaped, not 
egg-shaped, aggregates (page 290; Pl. II, Fig. 128). Masses of starch 
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granules (Pl. III, Fig. 129) conforming to the shape of the cells, occur 
in abundance in the flour. 
FLOUR. 


Flour is the term applied to the finely ground and bolted substance 
of wheat and other grains, though, unless otherwise qualified, by the 
term “flour” is generally undertsood that of wheat. 

Graham flour is an unbolted meal prepared from the whole wheat 
kernel. 

Process of Milling.—The crude milling process which prevailed until 
the last quarter of the nineteenth century consisted in grinding the wheat 
between millstones and bolting to remove the bran and shorts. In the 
modern or Hungarian process the wheat is first crushed between cor- 
rugated rollers, then by sifting separated into middlings, break flour, and 
bran. The middlings, consisting of the hard glutinous portions of the 
grain in granular-form, are gradually reduced to fine flour between smooth 
rollers and freed from impurities by means of a series of bolts. A number 
of grades of flour are thus produced, the streams of which are so combined 
with each other and the break flour as to form the finished products. 

The Grades of Flour commonly made are (1) patent, forming 85% 
or less of the flour output; (2) clear or bakers’, an intermediate grade 
inferior to the patent in color and rising properties; and (3) low grade 
or “red dog,’ about 5%, suitable only for cattle food. Some mills make 
two or more grades of patent and clear. On the other hand, it is a frequent 
practice to combine all the flour streams other than of low grade to form 
a Straight. 

The By-products are (1) bran, the outer coatings of the grain in 
flakes, (2) shorts, the finer offal containing both starchy matter and bran 
elements, and (3) germ, rich in oil, often run in with the bran. 

Composition of Wheat Flour and By-products.—The following analyses 
by Clifford Richardson * represent the products of the same milling: 


Ether | Nitro- Fuel 
Mois- |Protein| Moist |_ Dry Ex- |8en-free] Guide} Phos- | Value 


Extract! 3; Ash. | phoric | per 
ture. |N X5.7|Gluten.| Gluten. eS (Starch, Fiber. Acide Pound, 
etc). als 


Wheat (Spring)...| 9.07] 12.93 2TAG|" 777k 7Ol| Pe 7OueOns oman 722 


Patent flour. .... 11.48] 11.81] 36.14] 10.85] 1.45 | 74.69] 0.18 | 0.39 | 0.18 | 1673 
Clear flours. <1. 12.18] 13.57| 51.51] 16.97| 2.00 | 71.30] 0.33 | 0.62 | 0.31 | 1669 
Low-grade flour. .| 12.01] 16.37] 10.01] 4.26] 3.86 | 64.84] 0.93 | 1.99 | 1.16 | 1601 
Shorts meta: ROOM IEC Ino OG |) mob |) Zor WP Onn ZO) Samed || Gazise || kOe |p ites 
Braniseretacryie LO. QL) £4.84) ee) seal 5 603m S705 (a5 20S asses Ommat7 om econ 


*U.S. Dept. of Agric., Bul. 4, 1884, p. 38. 
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From the above it appears that the fat, fiber, ash, and phosphoric acid 
increase through the series, being least in the patent flour and greatest 
in the bran, while the nitrogen-free extract decreases. Considering only 
the flour, the protein is least in the patent and greatest in the low grade, 
but the gluten, although greater in the clear than in the patent, drops 
down sharply in the low grade. 

The ash of flour is a valuable index of grade. In a true patent it 
should not exceed 0.45%. In analyses of the ash of wheat and its prod- 
ucts and by-products Teller * found 48.05%, 49.32%, and 53.10% of 
phosphoric acid in patent, straight, and low grade flour respectively, as 
compared with 52.14% and 52.18% in the corresponding wheat and 
bran. In the ash of patent flour Teller found 38.50% of potash, 5.59% 
of lime, and 4.39% of magnesia, as compared with 29.70%, 3.10%, and 
13.23% respectively in the wheat. He found 0.24%, 0.27%, and 0.04% 
of zinc oxide in wheat, bran, and straight flour respectively, but reports 
none in patent and low grade flour. Other analysts have failed to con- 
firm the presence of zinc oxide in wheat or wheat products. 

As first pointed out by Snyder, the acidity is also an index of grade. 
This is illustrated by the figures in the table on page 322. Although usually 
calculated as lactic acid, which acid is doubtless present in slight amount 
on aging and in larger amount after spoilage, the acidity is largely 
due to other substances. Swanson,f reasoning from the relation between 
acidity, amino compounds, and phosphorus and the apparent relation 
between acidity and ash, believes the acidity to be due'in part to mono- 
potassium phosphate and amino compounds. 

Hard Wheats, such as the Spring varieties of the Northwest and 
Turkey red Winter wheat of Kansas, yield a “strong” flour rich in 
protein and gluten, the latter being of good tenacity, while Soft Wheats, 
such as are grown in states adjoining the Ohio River, yield a white 
starchy flour, the gluten being smaller in amount and lacking in tenacity. 

Analyses of typical hard and soft wheat flour freshly ground are given 
in the table on top of page 322. The percentages are of the total flour, 
excluding the low grade. Color values are given on page 320. 

Color of Flour.—The time-honored test for grade is by the color. 
A patent is practically free from bran specks while a clear contains 
such specks in noticeable amount. Both grades have a yellowish tint 
due to the color associated with the fat, which is more or less pronounced, 


* Ark. Agric. Exp. Sta., Bul. 42. 
+ Jour. Ind. Eng. Chem., 4, 1912, p. 274. 
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Minnesota. Nebraska. Michigan. Missouri. 

Hard Spring. Hard Winter. Soft Winter. Soft Winter. 

78% 22% 80% 20% 80% 20% 40% 60% 

Patent. | Clear. | Patent.| Clear. | Patent.| Clear. | Patent. lear. 
Moisture...... |) Be C744 |) Maso |) age) || wants || mene 12.02 
IN AB SO0S 55509008 0.44 | 0.85 | 0.39 | 0.67 | 0.42 0.50 
Crude miberssenricas nO CON NEO12 0. | On tonl MO. 24umOnnG) 0.38 
Protems(NX<5:7)ss6 5-6 10.60 | 11.74 | IZ.09 | 11.86 | 8.66 Hon 72 
Alcohol sol: protein..--| 5-84 | 6.21 | 5:79 | 6.55 | 5.24 6.21 
Salt sol. protein.. ..... Ger yey seats |) Poe 6k I.43 
IWloisivelWiten see <-\- 36.93 | 38-76 | 30.48 | 42.50 | 20.23 33.21 
Wryseluten=assee =e = 12.48 | 13-41 9.85 | 13.08 | 6.97 10.22 
Nitrogen-free extract...| 74.07 | 71-91 | 75-16 | 73.06 | 76.40 75-23 
INGlis coneepomucecouled TOON NILOCN Osos E32 ee tet Tans 
Acidity as lactic.... ...] 0.108] 0.230} 0.081/ 0.158] 0.110 0.095 


according to the kind of wheat, but is not proportional to the per cent 
of fat. This is measured by the gasoline color value (pp. 326 and 327). 

Graham and Whole Wheat Flour.—Graham flour, so named because 
of its early advocate, Dr. Graham, is the meal obtained by grinding the 
whole wheat kernel. Entire wheat flour, etomologically, should be a 
synonym for Graham flour, but by trade usage has come to mean the 
ground wheat after removal of the bran. The following analyses by 
Snyder * show the composition of a sample of Oklahoma wheat, also 
the Graham, entire wheat, and straight flour made therefrom: 


cotal Vales 

Protein Behe, aes 

Water. Fat. Carbohy- Ash. 

ae | NX5.7 i ee ; Pound 

Calories. 
Grain erie caer mac ectete 8.65 15.33 1.83 72.87 1,32 4160 
Grahramutlouteecaneeaetener bp iri) 18 1.79 73.83 1.32 4196 
Entire wheat flour............ 7.46 15.16 1.64 74.52 1.22 4201 
Straizhtyerade four anne 9.93 13.74 0.92 74.89 0.52 4065 


So-called Graham and whole wheat flour are too often various mixtures 
of the by-products of milling. 

In distinguishing imitation from Graham flour, valuable indications 
are furnished by comparing the analysis with that of whole wheat. After 
removal of the flour from the grain by the ordinary process of milling, 
no combination of the by-products can have the same analysis as that 
of the wheat. 


*U.S. Dept. of Agric., Off. of Exp. Sta., Bul. 156, 1905. 
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Le Clerc and Jacobs* have attempted to distinguish genuine from 
imitation Graham flour by determining the percentages of flour, fine 
middlings, coarse middlings, shorts, and bran obtained by sifting and 
by determining in each portion total and alcohol-soluble nitrogen, and 
gliadin ratio, also in many cases by determining in addition ash, fiber, 
and pentosans (but not fat and nitrogen-free extract) in the unseparated 
sample and the flour. 

Flour of Other Cereals.—The following analyses are from Bulletin 
13, Part 9, of the Bureau of Chemistry: 


we pistogca: Calcu- 
; 9 ther ree Ex- lated 
oe Moisture. Ni Ser Extract tract pce Ash. Calories 


of Com- 
etc.). bustion. 


12.57 7-43} 62-33 M4 79-30 (0 9-87 10.01.15 38°37 


Barley flour... - 
Buckwheat flour 


11.89 8.75 | -1.58 | 7%5-4t | 0.52 | 1-85 |- 38.54 


Damaged Flour.—Grain is often damaged by the growth of smuts, 
rusts, and ergot. Both grain and flour are also liable to attacks of molds, 
yeasts, alge, and bacteria. 

Various insects and other forms of animal life frequently infest grain 
or flour. Among these are weevils and various other beetles, flour moths, 
mites, and the wheat worm, a nematode related to trichina. 

Grain may also be damaged by sprouting, the diastase thus formed 
partially dissolving the starch granules with the formation of fissures 
and branching channels, readily seen under the microscope. Flour thus 
damaged is high in cold-water extract (p. 333). 

Experiments by Olsen t and Swanson, Fitz, and Dunton, { indicate 
that the injury to the flour resulting from sprouting of the grain is not so 
great as was formerly supposed. The former found that while loaves 
made entirely from the flour of sprouted wheat were sticky, sweet, and 
spongy, addition of 10 % of sprouted to sound flour gave larger and better 
loaves, and the latter investigtors found that the addition of flour from 
sprouted grain to sound flour produced little or no injurious effects. 

Ergot.—Ergot, a fungous growth containing a poisonous alkaloid; 
sometimes develops in rye and, less often, in wheat. Under the micro- 


* U.S. Dept. of Agric., Bur. of Chem., Bul. 164, 1913. 
+ Amer. Food Jour., 6, 1911, p. 36. 
t Kan. Agric. Exp. Sta., Tech. Bul. 1, 1916. 
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scope it appears as a fine network of mostly colorless parenchyma cells, 
containing globules of fat (Fig. 67). Some of the cells are circular, 
others considerably elongated, and some contain a deep-brown coloring 
matter, which, with ammonia, become violet-red, changing to red with 
acid. Occasionally the cell walls appear of a dark color. If flour con- 
taining ergot be treated with a very dilute solution of anilin violet, the 
stain will be practically absorbed by the damaged particles of the grain, 
and resisted by the normal granules. A hot, alcoholic extract of flour 
containing ergot is colored red when treated with dilute sulphuric acid. 


OX LeCROU 


Fic. 67.—A, Transverse Section of the Ergot of Wheat under the Microscope; B, Powdered 
Wheat Ergot. (After Villiers and Collin.) 


Adulteration of Flour.—Besides the substitution of cheaper or in- 
ferior grades for those of higher quality, the fraudulent admixture of 
corn flour to wheat flour was at one time extensively practiced. This 
adulterant is best detected by the mictoscope (p. 317). 

Rye flour has been adulterated with cheap grades of wheat flour or 
middlings. These admixtures are detected by the Bamihl test (p. 336) 
and by microscopic examination of the residue after boiling with dilute 
acid (page 315), noting especially the cross cells. 

Much of the so-called buckwheat flour formerly contained large amounts 
of wheat or corn flour, or both. Rice flour is also used in pancake flours, 
although probably not to cheapen the product. Self-raising pancake 
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flours are ustially mixtures of two or more flours with leavening material. 
The microscopic characteristics of the starch grains and tissues serve to 
identify the different flours present in such mixtures. 

In England so-called “improvers,” notably calcium acid phosphate 
and other soluble phosphates and potassium persulphate, have come into 
use to correct certain defects of flour made from native wheats. The 
addition of phosphorus trichloride and pentachloride and various phos- 
phorus and sulphur compounds has also been proposed. 

Alum in Flour.—Alum was formerly used in Europe, both by miller and 
baker, to improve the appearance of inferior or slightly damaged flour, but 
now is rarely if ever employed, and the presence of notable quantities of 
aluminum compounds in flour or bread is usually due to alum baking 
powder. 

Bleaching of Flour.—In 1908 about 80% of the flour produced in the 
United States was bleached by nitrogen peroxide, but as a result of the 
enforcement of the federal law the practice has been largely discon- 
tinued. The gas is generated by electrical, chemical, or electro-chemical 
means, and is diluted with air before treatment of the flour. In the 
Alsop process, which is most commonly employed, it is formed by a 
flaming discharge of electricity, which causes the nitrogen and oxygen 
of the air to combine. 

Nitrogen peroxide destroys almost immediately the yellow color which 
is associated with the fat of the flour, thus increasing the whiteness of 
the product. It also forms with the moisture of the flour nitrous and 
nitric acids, the former (free or combined), being easy of detection. A 
considerable part of the nitrous nitrogen remains in yeast bread after 
baking and nearly all of it in soda biscuit. Bleaching also diminishes the 
iodine number of the fat, affects the quality of the gluten, and injures 
the flavor of the bread. 

Recently bleaching with chlorine has come into use. 

Aging versus Bleaching.—Storage under proper conditions slowly 
whitens flour, improves its baking properties, increases its organic acidity, 
diminishes its water-content and brings about other changes not well 
understood. Nitrogen peroxide immediately whitens flour but does not 
improve its baking properties, increase its organic acidity nor appreciably 
affect its water-content. It does, however, introduce nitrous and nitric 
acids. Often 2 parts of nitrous nitrogen per million are recoverable and 
sometimes 6 or 7 parts, but this gradually Mas so that after some 
months hardly a trace remains. 
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The extent to which typical flours are whitened by aging and by 
bleaching so as to contain 2 parts of nitrous nitrogen per million is apparent 
from the gasoline color values in the following table by Winton: 


Minnesota, Nebraska, Michigan, Missouri, 


Hara Spring. Hard Winte-. Soft Winter. Soft Winter. 
g 20 o% 20 ° 60 
pu | Ge. | ieee Fae oh pete [Cece eaene eee 
Gasoline color value of 
Unbleached: 
INGiiGes on eenoeeos 2.00 2.00 2-63 2.50 i438 1.61 1.47 I.60 
Aged 10 weeks....] 1.78 1.82 DTG. 2.07 T22 1.49 16 O2 T2332 
Insgee! atey PE a k|| he 1.34 1.36 1.68 0.80 1.20 0.68 0.88 
ENO e Cie? Olmae One) 0.88 0.70 0.82 0.56 0.72 0.48 0.52 
Bleached: 
ING wists 0.60 0.66 0.80 0.80 0.40 0.50 O232 0.40 
Aged ro weeks....| 0.44 0.54 0.46 0.48 0. 26 0.38 0.22 0.26 
Acedezouss 6 0:30) |0.50 0.34 0.40 0.20 0.36 0.18 0.24 
ier! ey OY 0.30 0.50 0.24 0.36 0.18 0.40 0.14 0.16 


INSPECTION AND ANALYSIS OF FLOUR. 


In some of the larger cities, authorized inspectors are appointed 
by boards of trade to pass upon the quality of flour. To such inspectors 
dealers submit samples, which are gauged as to color, soundness, weight, 
etc., comparing them usually with a series of graded samples, and stamp- 
ing or branding them officially with the date as well as the grade. Market 
quotations also are based on the standard terms adopted. The names 
of the various grades differ with the locality. In St. Louis, the following 
names are adopted in order of the quality, viz., Patent, Extra Fancy, 
Fancy, Choice, and Family. 

The grade or quality of flour is determined largely by its color, fine- 
ness, odor, absorption, and dough-making properties. Baking tests are 
also relied on to a considerable extent by millers and buyers. 

Of the chemical methods those for ash, protein, gluten, acidity, fat, 
and fiber are of chief importance. 

Fineness.—The granulation is determined by rubbing the flour between 
the thumb and fingers. A gritty flour is one that feels rough and granular, 
due to aggregates of cells with contents intact. Smooth flour, on the 
other hand, feels soft and slippery. It is so finely ground that the cells 
are isolated and often ruptured, thus liberating the contents. 

Pekar Color-test.—Place 1o-15 grams of the flour on a rectangluar 
glass plate, about 12 cm. long and 8 cm. wide, and pack on one side in a 


CEREALS, VEGETABLES, FRUITS, AND NUTS. 327 


straight line by means of a flour trier. Treat the same amount of the 
standard flour used for comparison in the same manner, so that the 
straight edges of the two flours are adjacent. Carefully move one of 
the portions so as to be in contact with the other, and “slick” both 
with one stroke of the trier, in such a manner that the thickness of the 
layer diminishes from about 0.5 cm. on the middle of the plate to a thin 
film at the edge, and the line of demarcation between the two flours is 
distinct. Cut off the edges of the layer with the trier, so as to form a 
rectangle, and compare the color of the two flours. The difference in 
color becomes more apparent after carefully immersing the plate with 
the flour in water, and still more apparent after drying. 

Gasoline Color Value.—Winton Method.—Place 20 grams of the 
flour in a wide-mouthed glass-stoppered bottle of about 120 cc. capacity 
and add roo cc. of colorless gasoline. Stopper tightly and shake vigor- 
ously for five minutes. After standing sixteen hours, shake again for a 
few seconds until the flour has been loosened from the bottom of the 
bottle and thoroughly mixed with the gasoline, then filter immediately 
through a dry 11-cm. paper, previously fitted to the funnel with water 
and thoroughly dried, into a flask, keeping the funnel covered with a 
watch-glass to prevent evaporation. In order to secure a clear filtrate, 
a certain quantity of the flour should be allowed.to pass over on to the 
paper and the first portion of the filtrate passed through a second time. 

Determine the color value of the clear gasoline solution in a Schreiner 
colorimeter, using for comparison a 0.005% water solution of potassium 
chromate. This solution corresponds to a gasoline number of 1.0 and 
may be prepared by making 10 cc. of a 0.5% solution up to one liter. 
The colorimeter tube containing the gasoline solution should first be 
adjusted so as to read 50 mm., then the tube containing the standard 
chromate solution raised or lowered until the shades in both tubes match. 
The reading of the chromate solution, divided by the reading of the 
gasoline solution, gives the gasoline color value. 

Absorption and Dough Test.—Stir 30 grams of the flour in a heavy 
coffee cup with 15 cc. of water by means of a spatula until a smooth 
ball of dough has been formed. If after standing two minutes, the 
amount of water proves insufficient to thoroughly dough up the flour, 
repeat the operation, using 15.5 cc. of water, and, if necessary, continue 
to repeat until the quantity is found that will yield a stiff, but thoroughly 
elastic dough. From the results of this test, calculate the absorption of 
1ooo grams of flour in terms of cc. of water. 
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The physical characters of the dough, such as color and elasticity, 
furnish valuable indications of the quality or grade of the flour. 

Expansion of Dough.—Rub to a smooth paste 3.5 grams of granu- 
lated sugar, 1.2 grams of salt, and 3 grams of compressed yeast, and 
thoroughly mix with 60 cc. of water at 35° C. Warm ioo grams of the 
flour in a shallow pan to 35° C., add to it the yeast mixture, mix with 
a spatula, and knead with the fingers unti] a smooth ball of dough has 
been formed. Drop the dough into a graduated, soo-cc. cylinder, pat 
down so as to force out the air, and note the volume of the mass. Place 
in a raising closet kept at 35° C. Read the volume at the end of 
the first hour and every half hour thereafter until the maximum is 
reached. 

Baking Tests.—These should be carried out in such a manner as to 
produce the best results with the kind of flour used and the purpose for 
which it is intended—whether for yeast bread, soda-biscuit, pastry, or 
crackers. Only tests for bread flours are here taken up, although methods - 
for flours designed for other purposes may be easily devised to suit the 
conditions. 

In judging the loaf the chief points are volume, shape, flavor, odor, 
texture, and color. 

Two types of bread baking tests are in general use, (r) the long fer- 
mentation, or more accurately the short sponge, straight dough method, 
and (2) the straight dough method, best known in the form described 
by John Koelner of Milwaukee who also supplies a special kneader and 
other apparatus. 

A pparatus.—1. The Proofing or Raising Closet is a kind of wicnbatoe 
with double doors, provided with one or more electric lamps or other 
heating device to keep the temperature at about 32° C. 

2. Kneader.—Hand kneading is recommended for the long fermenta- 
tion process. The combined mixer and kneader supplied by Koelner 
is used with his process. 

3. Baking Tins for the long fermentation method are 16.8X8.8 cm. 
at the top, 14.9 X6.9 cm. at the bottom, and 13.9 cm. deep (inside measure- 
ments) with aprons on both sides to prevent the falling over of the loaf. 
Those for the Koelner method are 27 X6.3 cm. at the top, 25.45 cm. 
at the bottom, and 8.8 cm. deep (inside aeiannae ee: and do not have 
aprons. 

4. Oven.—The best form is an electric oven provided with three heats 
(low, medium, and full); a gas or kerosene oil oven may also be used. 
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A thermometer passes through a hole in the top so that the bulb is on a 
level with the baking tins and the portion of the graduation showing the 
desired temperature is outside of the oven. 

5. Volume Measure——For determining the size of the loaf a tight 
box is provided of such a size as to hold the largest loaf obtained by the 
method with which it is used, but no larger. The box is first filled with 
flaxseed without jarring, the excess struck off by means of a straight edge, 
and the seed weighed. The capacity of the box (in cc. or cu. in.) is then 
divided by the weight of the seed (in grams or pounds) thus obtaining a 
constant showing the value of the unit in weight in terms of volume. In 
actual test the loaf is introduced into the box, flaxseed added until full, 
the excess struck off, and the weight of the seed determined. This weight 
multiplied by the constant obtained above gives the volume of the seed 
which, subtracted from the total volume of the box, gives the volume of 
the loaf. 

Long Fermentation Method.—The process in general is as follows: 
Weigh out 340 grams of flour and 6 grams of shortening into a mixing 
bow! and place in the proofing closet together with a thorough mixture of 
yeast, sugar, salt, and water sufficient to make a moderately stiff dough 
as calculated from the absorption. After 30 minutes prepare a dough 
from the flour, shortening, and yeast mixture and place in the proofing 
closet, where it is kept for 50 minutes. Pull, knead, return to the proofing 
closet, and allow to raise for about 4o minutes. Knead and pull a second 
time, place in tins, keep for 30-5o minutes in the proofing closet, and 
finally bake at 200-205° C. 

While the proportions for the yeast mixture must be varied to suit 
the conditions the following will serve as a guide: fresh compressed yeast 
9 grams, salt 3.5 grams, sugar 12 grams, water as calculated from the 
absorption for 340 grams of flour. 

Snyder, who has had a wide experience in scientific and commercial 
flour testing, observes: 

“In baking tests the method of procedure must be appreciably varied 
to correspond with the individual characteristics of the flour that is being 
tested. Uniform and inflexible methods of making baking tests that are 
alike applicable to all kinds of flours cannot be given, as a method that 
would give the best baking results with one type or kind of flour often 
gives very poor results when applied, unmodified, to another kind or 
type of flour. Each flour tested is entitled to the quantity and kinds of 
ingredients and method of manipulation as may be necessary to produce 
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the best loaf of bread from a physical point of view, that the flour is 
capable of making. | . 

“Some flours require more and some less of ‘the sponge to make the 
right kind of a dough, Then, too, it may be necessary to slightly vary 
the amounts of yeast, salt, sugar, etc., in order to get the best baking results 
from flours made from different kinds of wheat. 

‘A standard flour of known baking character is usually put through 
the process at the same time the flour in question is being tested. Sometimes 
baking tests are defective because the yeast is old or of poor quality. The 
technical skill of the individual who makes a baking test is a matter of 
very great importance in assigning a proper value to the results.” 

Straight Dough or Koelner Method.—This process is useful in dis- 
tinguishing certain grades of flour, such as patents and clears by the volume 
of the loaf, and in testing for flavor, but is limited in its value because the 
manipulation is not varied to suit the conditions. 

Warm 220 grams of the flour, in a shallow pan in a raising closet kept 
at 35° C., transfer to a Koelner dough kneader, warmed to 35° C. by 
means of water placed in the special compartment, add 12 grams of sugar, 
5 grams of salt, and 1o grams of compressed yeast, rubbed smooth in a 
cup with too cc. of water at 35° C. Rinse the cup with sufficient water 
to make the total quantity required, (usually about 87 cc.) as calculated 
from the absorption test. Adjust the blades of the kneader for mixing, 
and turn go revolutions per minute for 10 minutes. Adjust the blades 
for kneading, add 120 grams of flour at 35° C., and turn 60 revolutions 
per minute for ro minutes. Remove the dough immediately to a warmed 
plate, cut into two equal parts, mould the two separately, and place end 
to end in a warmed, greased, and tared baking tin. Weigh the tin with 
dough, place a tin gauge across the top, and set the whole in the raising 
closet. After the dough has risen to the gauge bake at 200 to 205° C. 
until 30 grams of water have been removed, which usually requires from 
30 to 35 minutes. Break the loaf in two, and note the odor when hot 
and again when cold, also the flavor when cold. 

Determination of Water, Fat, Fiber, and Protein.—Employ the methods 
described on pages 285 to 287. The crude fiber should be collected and 
weighed on a Gooch crucible. 

Determination of Ash.—Char 3-5 grams of the flour in a flat-bottomed 
platinum dish heated on a piece of thin asbestos board over a Bunsen burner. 
Complete the burning at dull redness, preferably in a muffle furnace. 
If the ash is black or dark gray add a few drops of nitric acid, evaporate 
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to dryness on a water-bath and again heat at dull redness, repeating 
the treatment if necessary. 

Determination of Moist and Dry Gluten.*—Place 2 5 grams of the 
flour in a coffee cup, add rs cc. of water at a temperature not to exceed 
15°, and work the mass into a ball with a spatula, taking care that none 
of it adheres to the dish. Allow the dough to stand one hour, then knead 
in a stream of cold water over a piece of bolting cloth held in place by 
two embroidery hoops, until the starch and soluble matters are removed. 
Place the gluten thus obtained in cold water, and allow to remain for’ 
one hour, after which press as dry as possible between the hands, roll 
into a ball, place in a tared flat-bottomed dish, and weigh as moist gluten. 
Spread the gluten out in the dish, dry for 24 hours, in a boiling water- 
oven, and weigh again, thus obtaining the dry gluten. 

Because of the inaccuracies of determining gluten by washing many 
cereal chemists employ only determinations of nitrogen calculating the 
protein therefrom by the factor 5.70. 

Determination of Alcohol- soluble Protein (Crude Gliadin).— 
Chamberlain Method.—Digest 2.5 grams of the sample with 125 cc. of 
70% (by vol.) alcohol for 24 hours, shaking every half hour during the 
first 8 hours. Filter through a dry paper, determine nitrogen in 100 cc. 
of the filtrate, and multiply the result by 5.7. 

Determination of Gliadin.—Snyder Method.t—Place 15. 97 grams of 
the flour and 100 cc. of alcohol (sp. gr. 0.90) in a 300-cc. flask, shake at 
intervals for 3 hours, and let stand over night. Filter through a dry filter 
and polarize in a 220-mm. tube. Precipitate the proteins in so cc. of the 
filtrate with 5 cc. of Millon’s reagent, filter, and polarize in a 220-mm. 
tube, increasing the reading by 50%. Deduct the sum from the first 
polarization and multiply the difference by 0.2. The product is the per 
cent of nitrogen as gliadin, which, multiplied by 5.7, gives the per cent 
of gliadin. 

Olson Method.t—Digest 4 grams of the sample with 200 cc. of 50% 
(by vol.) alcohol for 2 hours, shaking at 5-minute intervals, let stand over 
night, filter, and determine nitrogen in 25 cc. of the clear filtrate. Evap- 
orate slowly 50 cc. of the filtrate to within 5 cc., add 50 cc. of water, heat 
nearly to boiling, and evaporate to about 10 cc. Add another portion 


*U.S. Dept. of Agric., Bur. of Chem., Bul. 81, 1904, p. 118. 
t Jour. Amer. Chem. Soc., 27, 1905, p. 1068. 
t Jour. Ind. Eng. Chem., 5, 1913, p. 917. 
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of so cc. of water and evaporate to 35 cc. or less., let cool to room tem- 
perature, filter, returning to the filter until clear, determine nitrogen in 
the filtrate, and subtract from the total alcohol-soluble nitrogen. The 
difference is gliadin nitrogen. 

Gliadin Ratio.—Snyder considers the percentage of gliadin in the total 
protein (gliadin ratio) more significant than the gliadin-glutenin ratio of 
Fleurant.* 

Determination of Salt-soluble Protein.—Chamberlain Method.{—Di- 
gest 10 grams of the flour with 250 cc. of 5% potassium sulphate solu- 
tion, as described under Alcohol-soluble Protein. Determine nitrogen 
in 50 cc. of the filtrate, and multiply the result by 5.7. 

Determination of Albumin, Globulin, and Amides.—Olson Method.t— 
Digest 10 grams of the sample with sco cc. of 1% sodium chloride solution 
for 2 hours, shaking at 5-minute intervals, let stand over night in a cool 
place, and filter clear. Boil down 200 cc. of the filtrate to 20 cc. or less, 
and evaporate slowly to dryness on a hot plate. Digest the solid mass with 
too-cc. portions of 55% (by vol.) alcohol, filter, and wash with 55% 
alcohol. Determine nitrogen in the precipitate and correct for blank, 
thus obtaining the albumin (leucosin) nitrogen. 

-Evaporate the alcoholic filtrate to within Io cc., add 50 cc. of water, 
boil down to 35 cc., add 15 cc. of water, let cool to room temperature, 
filter, and wash with cold water. Treat the filtrate with phosphotungstic 
acid, filter, wash with water containing phosphotungstic acid, determine 
nitrogen in the precipitate, and correct for blank. This gives the globulin 
(edestin ?) nitrogen. 

Determine nitrogen in the filtrate from the phosphotungstic acid pre- 
cipitate and correct for blank. The.corrected result is regarded as amide 
nitrogen. 

Olson calculates only the nitrogen in the various forms; the corre- 
sponding proteins may be obtained, using the appropriate factors. See 
page 286. 

Determination of Glutenin. —Subtract the sum of the gliadin, albumin, 
globulin, and amide nitrogen from the total nitrogen and multiply the 
difference by 5.7. 

Determination of Water-soluble Nitrogen.—Rousseaux and Sirot 


* Manuel l’analyse chimique, 1808, p. 308. 
OCaGite 
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Method.*—Digest 10 grams of the sample in a 200-cc. graduated flask 
for 2-5 minutes in a boiling water-bath with 150 cc. of water, shaking 
frequently. Cool, make up to the mark, filter, and determine nitrogen 
in 50 cc. of the filtrate. 

Determination of Acidity of Flour.—Mitchell Method.{—Weigh out 
20 grams of the flour into an Erlenmeyer flask, add 200 cc. of distilled 
water at 40° C., free from carbon dioxide, shake vigorously for 5 minutes, 
and digest at 40° for one hour, shaking every 10 minutes. Filter and 
titrate 100 cc. of the filtrate with N/1o sodium hydroxide solution, using 
phenolphthalein as indicator. Calculate the acidity as per cent of lactic 
acid, (1 cc. N/to NaOH=o.009 gram). 

If the distilled water used contains an appreciable amount of carbon 
dioxide, it should previously be boiled in a Jena flask until neutral, but 
not long enough to dissolve alkali from the glass. Two hundred cc. 
of the boiled water should remain colorless on addition of phenolphthalein, 
but should take on a distinct pink color when mixed with a single drop 
of tenth-normal alkali. 

Determination of Cold-water Extract.—Wanklyn Method.—Mix 100 
grams with distilled water in a graduated liter flask, shake frequently 
during 6 or 8 hours and allow to stand over night. Decant on a filter, 
rejecting the first portions that run through, and evaporate 50 cc. of the 
clear filtrate to dryness in a tared metal dish on a water-bath. The weight 
of the dried residue multiplied by 20 gives the cold-water extract which, 
according to Wanklyn, should not exceed 5%. 

Determination of Iodine Number of the Fat.—Dry over sulphuric 
acid for three days sufficient flour to yield 0.2 to 0.25. gram of fat and 
extract for 16 hours in a Johnson extractor with 25 cc. of absolute ether, 
into a tared 35-cc. flask. Drive off the ether and dry at 1oo®° C. for 15- 
minute periods to constant weight, passing a current of dry hydrogen 
through the flask. Proceed according to the Hanus method. adding 
the chloroform and iodine solution directly to the flask, and breaking 
the flask within a wide-mouthed glass-stoppered bottle for the final 
dilution and titration. 

Detection of Improvers.—Phosphorus and sulphur compounds may be 
determined in the ash after burning with sufficient sodium carbonate 
to form sodium phosphate and sulphate, thus preventing loss by volatiliza- 


* Compt. rend., 156, 1913, P- 723- 
+ U.S. Dept. Agric., Bur. of Chem., Bul. 122, 1909, p. 54. 
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tion. The well-known method of burning with magnesium nitrate is useful 
in fixing phosphorus compounds. Ready-formed sulphates may be deter- 
mined in the solution obtained without burning by boiling with 2% 
hydrochloric acid. The dextrose formed by the hydrolysis of the starch 
does not interfere. See ‘page 362. Microchemical methods should 
also prove useful. The mechanical separation of certain inorganic salts 
by the chloroform method, page 336, is recommended. Because of the 
ereat variety of improvers which may be added, definite instructions are 
not possible. 

Detection of Alum.—Logwood Test.—Mix 10 grams of the sample 
with ro cc. of water and stir in 1 cc. of logwood tincture (5 grams log- 
wood digested in 100 cc. alcohol) and 1 cc. of a saturated solution of am- 
monium carbonate. If the sample is pure, the color will be a faint-brown 
or pink, but if alum is present, a distinct lavender-blue color is produced, 
which should remain after heating for 2 hours in the water-oven. 

Lenz Hematoxylin Test.*—Mix in a test tube 2 grams of the flour 
with 3 cc. of water and I cc. of 1% hematoxylin in 50% alcohol, then shake 
vigorously with 10 cc. of saturated salt solution. With pure flour the 
deposit which settles is flesh color, while with flour containing alum it 
is bluish or slate color. 

Borghesit Test.;—Shake to grams of the flour 5-10 minutes with 100 
cc. of water, filter, and precipitate the proteins in the filtrate with con- 
centrated tannin solution. Filter again and add 2 drops of cochineal 
tincture or 1% alcoholic alizarin solution. If alum is present the solu- 
tion takes on a crimson color with cochineal or orange-red with alizarin. 
The test is accurate to 0.2% of alum. 

Detection of Peroxide Bleaching in Flour.—Place on the “ slicked ”’ 
surface of the flour a drop or two of a mixture of equal parts of solutions 
(a) and (0), described below. If the flour is unbleached and has not 
been stored under conditions permitting absorption of nitrous acid, the 
liquid, which does not immediately soak into the flour, will remain colorless 
or nearly so, while if it is bleached it soon takes on a marked pink or 
crimson color, varying in degree with the extent of bleaching. A pos- 
itive test should be supplemented by determinations of nitrous nitrogen 
and gasoline color value, making suitable allowance if the flour has been 
aged. 


* Apoth. Ztg., 26, 1911, p. 687. 
} Giorn, farm. chim., 59, 1910, p. 40. 
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Determination of Nitrous Nitrogen.—Griess-Ilosvay Method.*—This 
method, commonly employed for the determination of nitrites in water, 
is well adapted for the estimation of the extent to which flour has been 
bleached by nitrogen peroxide or nitrosyl chloride. 

1. Reagents.—(a) Sulphanilic Acid Solution.—Dissolve 0.5 gram of 
sulphanilic acid in 150 cc. of 20% acetic acid. 

(0) Alpha-naphtylamine Hydrochloride Solution—Dissolve 0.2 gram 
of the salt in 150 cc. of 20% acetic acid with the aid of heat. 

(¢) Standard Sodium Nitrite Solution.—Dissolve c.1097 gram of dry 
C.P. silver nitrite in about 20 cc. of hot water, add 0.05 gram of C.P. 
sodium chloride, shake until the silver chloride flocks and make up to 
tooo cc. Draw off to cc. of the clear solution and dilute to 1 liter. One 
cc. of this solution contains o.coor mg. of nitrogen as nitrite. 

Suitable silver nitrite is on the market; it may also be prepared as 
follows: mix a warm concentrated solution of 8 parts of sodium nitrite 
with a warm concentrated solution of 16 parts of silver nitrate. When 
cool collect the precipitate on a Biichner funnel and wash with cold 
water. Dry quickly on a water-bath with as little exposure to light as 
possible. Long continued drying at 100° C. causes it slowly to decompose. 

2. Determination.—Weigh out 20 grams of the flour into an Erlen- 
meyer flask, add 200 cc. of water free from nitrites, previously heated 
to 40° C., close the flask with a rubber stopper, shake vigorously for 5 
minutes, digest 1 hour at 40°, shaking every 10 minutes, and filter on a 
dry folded filter free from nitrites. As the first portion of the filtrate is 
usually turbid, it should be returned to the filter and the operation re- 
peated until a clear liquid is secured. Dilute 50 cc. of the filtrate and 
also 50 cc. of the standard nitrite solution each with 50 cc. of water, add 
2 cc. each of solutions (a) and (0); shake and allow to stand one hour to 
bring out the color. Compare the two solutions in a colorimeter. Divide 
the height of the column of the standard solution by that of the solu- 
tion of the sample, thus obtaining the parts of nitrogen as nitrous acid 
(free or combined) per million of flour. 

Detection of Chlorine Bleaching in Flour.—Determine the gasoline 
color value (page 327), the iodine number of the fat (page 333), and the 
chlorine in the fat expressed in terms of mgs. per kilo. If the bleaching 
is slight, the iodine number will not be reduced sufficiently to detect the 
bleaching; when, however, the bleaching is considerable the iodine number 


* Bull. chim. [2], 2, p. 317. 
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may be reduced ten points or even more. Whenever possible comparisons’ 
should be made with unbleached flour of the source and grade of the 
suspected sample. 

Determination of Chlorine in the Fat.—Dry at 100° C. for a few 
hours a portion of the flour sufficient to yield about 0.2 gram of fat and 
extract the nearly dry residue with absolute ether until most of the fat is 
removed. Evaporate the ether extract in a platinum dish with sodium 
carbonate free from chlorine and ignite at dull redness. Take up in 
cold water, add a slight excess of nitric acid, filter, wash, and determine 
chlorine by Volhard’s method, using diluted standard solutions in order 
to insure greater accuracy. Precaution must be taken to use chlorine- 
free reagents and filter paper, washing the latter if necessary, and avoid 
possible contamination from the air and other sources. 

Bamihl Test for Gluten (Modified by Winton *).—This test serves 
to detect wheat flour mixed with rye and other flours. 

Place a very small quantity of the flour (about 1.5 milligrams) on a 
microscope slide, add a drop of water containing 0.2 gram of water- 
soluble eosin in 1000 cc., and mix by means of a cover glass, holding the 
latter at first in such a manner that it is raised slightly above the slide, 
and taking care that none of the flour escapes from beneath it. Finally 
allow the cover glass to rest on the slide, and rub it back and forth until 
the gluten has collected into rolls. The operation should be carried 
out on a white paper so that the formation of gluten rolls can be 
noted. 

Wheat flour or other flours containing it yields by this treatment a 
copious amount of gluten, which absorbs the eosin with avidity, taking 
on a carmine color. Rye and corn flour yield only a trace of gluten, and 
buckwheat flour no appreciable amount. The preparations are best 
examined with the naked eye, thus gaining an idea of the amount of 
gluten present. Under the microscope traces of gluten, such as are 
formed in rye flour, are so magnified as to be misleading. 

In case the flour is coarse, or contains a considerable amount of bran 
elements, as is true of buckwheat flour and low grade wheat flour, the 
test should be made after bolting, as the bran particles and coarse lumps 
interfere with the formation of gluten rolls. 

Chloroform Test.—This serves in separating mineral impurities and 
improvers; also aids in distinguishing wheat and rye flour. 


*U.S. Dept. of Agric., Bur. of Chem., Bul. 122, p. 217. 
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Beneke * shakes vigorously 1 part of the flour with 3-4 parts of chloro- 
form, then adds 1~2 parts more of chloroform, shakes again, and examines 
the deposit after 24 hours. Dirt and added mineral matter first settle, 
then organic matter, chiefly aleurone cells, gradually deposits. The aleur- 
one cells of rye are blue or olive green, those of wheat yellow-brown. 
Chemical tests should be made of any mineral deposit other than dirt and 
microscopic examination of the organic deposit. 

The sedimentation apparatus devised by Spaeth will be found con- 
venient. The settlings collect in the half-bored stop-cock, which when 
closed permits the pouring off of the supernatant liquid. 

Microscopic Examination.—General instructions are given on page 
314. In distinguishing rye flour from wheat flour whether occurring, 
singly or in mixture, the difference in the cross cells (pages 315-317) 
should be especially noted; these, however, are present in considerable 
amount only in the cheaper grades of wheat flour. The Bamihl and 
chloroform tests furnish supplementary information. 


CORN (MAIZE) MEAL. 


Process of Manufacture.—Although the production of Indian corn 
is greatest in the “corn belt” of the Middle West, the consumption of 
corn meal and grits as human food is greatest in the Southern States of 
the Union where in certain sections it forms the chief article of diet. The 
Southern mills follow the old-time stone process and the meal consists 
of the kernel ground entire with or more often without the removal of a 
portion of the bran. In the Northern mills, however, the roller system 
is employed, the germ and other offal being commonly removed by special 
machinery preliminary to grinding. The milling and bolting processes 
are usually so conducted as to secure in addition to meal a large yield of 
grits or hominy used both in brewing and as a table cereal, also a certain 
amount of corn flour which is utilized in pancake mixtures and as a filler 
for sausage. Drying is usually essential to prevent spoilage. 

Stone-ground whole-kernel meal is preferred by many in the South 
because of its characteristic oily flavor, but degerminated and bolted meal, 
such as is obtained by the roller process, has better keeping qualities 
owing to the smaller amount of oil. 


e 


* Land. Vers. Stat., 36, 1889, p. 337- 
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Composition of Corn Meal.—The composition of whole kernel meal 
is the same as of the corn from which it is ground except for loss of a por- 
tion of the moisture if the corn was excessively moist. The range in 
composition of degerminated bolted meal from white and yellow corn 
as reported by Winton, Burnet, and Bornman * is given below: 


Nitrogen- 
Water. Protein. Fiber. free Fat. Ash. Acidity. 
Extract. 5 
White corn meal: F 
INU AUX: epi cicteiceceaotae + 18.28 8.84 0.96 78.40 A. eee 0.81 23.0 
INNO rea a ras Soe II.Q7 5.81 0.58 72.41 0.70 0.35 10.6 
Yellow corn meal: 
IM ax eens ahaiere crete 17.85 8.63 0.76 76.64 1.81 0.65 19.7 
IN Tinieeaet ots etree T3eOr 6.63 0.46 71.98 0.33 0.24 14.0 


Spoilage of Meal.—Although the theory that the disease pellagra 
is caused by spoiled meal has been quite generally abandoned, it behooves 
the miller to grind sound corn and dry the meal and the dealer to market 
the product before it has become sour, moldy, or rancid. 

Various Italian and Austrian authors lay stress on the determination 
of acidity and certain qualitative tests in detecting spoilage. Corn or 
meal with an acidity of more than 30 as determined by the following 
method is regarded by Schindler as unfit for consumption. 

Determination of Acidity.—Schindler Method.;—Weigh 10 grams of 
the meal (which should pass a sieve of 20 meshes to the inch) into a 5o-cc. 
glass-stoppered graduated flask, fill to the mark with 85% by volume 
neutral alcohol (prepared by distilling 95% alcohol with quicklime) and 
allow to stand 24 hours with occasional shaking. ‘Decant the clear liquid 
onto a folded filter and pipette 25 cc. of the filtrate into a beaker. Add 
100-150 cc. of well-boiled distilled water, a few drops of phenolphthalein 
solution and titrate with twentieth normal sodium or potassium hydroxide 


solution. Express the results in terms of cc. of normal alkali per kilo of 
meal. 


BREAD AND CAKE. 


Bread is a term broadly applied to all baked cereal products. Un- 
leavened bread, pilot or ship biscuit, and corn pone or hoe cake, which 


*U.S. Dept. of Agric., Bul. 215, 1915. 
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are the simplest forms of bread, are made entirely of cereal flour or meal, 
water and salt, the aeration being effected by the formation of steam 
and the expansion of inclosed air during heating in the oven. Air and 
steam also serve as the leavening agents for various dry biscuits or 
crackers, pie crust, puff paste and beaten biscuit, but in these more or 
less fat is used as shortening. 

In a narrower sense bread is understood to mean the raised product 
rendered light and porous by a gas generated before or during baking. 
This gas is commonly carbon dioxide generated either by the fermentive 
action of yeast on the sugar of the dough, alcohol also being formed in 
the reaction, by the action of bacteria as in salt-rising bread, or by the 
action of acid ingredients on sodium bicarbonate. Leavening may also 
be brought about by ammonium carbonate from which ammonia gas 
and carbon dioxide are liberated during baking. 

In making ordinary bread the flour is kneaded up with water or milk, 
salt, shortening, and yeast. Malt extract is also used by some bakers 
because of its diastatic action and flavor, and yeast foods to save yeast 
and conserve the carbohydrates. The dough is allowed to rise in a warm 
place, the gas formed during the fermentation converting the mass into a 
light sponge. - 

During the subsequent process of baking, which should take place at 
a temperature between 230° and 260° C., further expansion ensues, much 
of the water is driven off, and the porous mass sets to form the loaf, the 
outside of which is converted into a brown crust, due to the caramelizing 
of the dextrin and sugar into which the starch of the outer layers is con- 
verted. Among other changes that take place in the interior or ‘‘crumb”’ 
during baking are (1) the partial breaking up of the starch grains, which 
however, largely retain their identity, though in some degree distorted in 
shape; (2) somewhat obscure changes in the character of the proteins; 
and (3) partial oxidation of the oil or fat. : 

The well-made loaf should possess an agreeable odor, and a sweet, 
nutty flavor, entirely free from mustiness. It should not be tough or 
soggy on the one hand (due to under-raising), nor extremely dry and 
spongy on the other (indicative of over-raising). Over-raising, moreover, 
produces sourness, due to advanced lactic fermentation. 

Compgsition of Bread.—The following table gives the average com- 
position of bread from Bul. 13, part 9, of the Bureau of Chemistry: 
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No. of . Carbohy- | Calculated 
; : Protein, | Eth Crud A 
Kind of Bread. se Moisture N 608. Ee irech! Fiber, Salt. | Ash. noe Coe ae 
Fiber. tion. 
Wiialblo oo 5 oo. TO. 38572 ateyp Il ACO NOGA |) age |) sen |e E72 4435 
Home-made..| 2 | 33.02] 7-94 | 1.95 | 0.24 | 0.56] 1.05 | 56.75 4467 
Graham...... 9 BARGOL| NCOs 30 2nO3 nl be LS i OOO ELaSO 53-40 4473 
Rive apace 7 33.42 8.63 | 0.66 | 6.62 | 1.00 } 1.84 56.21 4338 
Miscellaneous. 9 | 34.41 Ghee) |) aeozts) || edn ekey |} loAKOy |) stawe) 56.18 4429 
IBiscuitsaee eee 48 Fikes |) ikea ¥ | GsO7 || Coxe || noo) | Babe |) WWeoiey 4755 
IRC Sho an onmen tee || Hee || tee) |) Bere || Oye) |) Ope) | we gi 59.82 4538 


The table which follows is a summary of analyses of bread from 
cheaper bakeries made in the author’s laboratory: 


Weight of Per Cent 
Hind of Bread aNguot, | “ioifiot | pWater, | “Ashin | acainye 
2 Solids. 
WiIte% Juco cistelors Sie aintelse eters sree 44 
WP abislttels Sooogocso onan sae oe 653 45-20 T2O3 6.2 
Mbiaibechbiooy ery Geadoan Sanne cs aS 126 33-00 0.60 (ga) 
Vic anmeecinciecsiec sine ser eet cic 430 40.72 0.85 2.6 
Gralaingeues feels cesta a q 
Maximum eeieetacrsce seer a6 500 45-20 I-55 4.2 
IMEI eye sete laisiceis cree oe ee 367 40.10 0.96 2a 
IMicanbcrrcmrctjsieinats cs eters isis Se 420 41.50 1.26 BES 
Wiholenwheatsrerie-cialeciercies I 507 45-10 I.20 
Di apeticnse ss seretaem eels ole wiee s Tee 445 47-00 2.20 
VISTI Sees ay ae oie eke yei cle laverers are if IQ4 48.20 iyecks a7, 
LUV Cree mice tise cae cle rete ete ce ae I 1291 47-15 2.23 I0.0 
Sp Blacker fae aa ctets Sicteie o.cisete cree I 550 47-00 2.20 
German with seeds... .---.- I 4I7 42.30 0.95 
IBTOWMPictate aiels rele ere eereree nee I 500 48.10 3-50 
meena c kerbrod neg ctepicjete sieiche I 110 8.00 1.94 


* Cubic centimeters of tenth-normal soda required to neutralize 10 grams of the fresh bread. 


The physical characteristics of bread, its color, taste, odor, porosity, 
etc., together with determination of moisture, ash, and acidity will usually 
enable the analyst to pass judgment on its quality. 

Water in Bread.—The amount of water is of considerable importance, 
and, in the best bread, varies from 33 to 4o per cent. A larger content 
of water than 40% should be considered objectionable in a white bread, 
both on the ground of acting as a make weight, and because a large excess 
of moisture tends to cause the growth of mold. 

Acidity of Bread.—The degree of sourness of a sample of bread, if 
made from sound flour, indicates the extent to which the fermentation of 
the dough has been carried. To neutralize the acidity of 10 grams of 
the normally sweet loaf of wheat bread, an average of 2 cc. of the standard 
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alkali solution is required, corresponding to 0.72 gram of lactic acid per 
loaf of an average weight of 4oo grams. The loaf of rye bread exhibiting 
the maximum sourness or acidity in the above table required 10 cc. of 
standard alkali per ro grams of bread, corresponding to 311.61 grams 
lactic acid in the loaf of 1291 grams. Rye bread, particularly the coarse 
variety known as “ Pumpernickel,’ is often so prepared as to be sour 
to the taste. 

Congdon obtained an average acidity equivalent 2.19 cc. N/r1o alkali 
per ro grams in the crust of bakers’ bread and 1.78 cc. in the crumb. 
In home-made bread he found 1.6-2.1 cc. for the crust and 1.25-1.45 
cc. for the crumb. He believes the acidity to be due partly to lactic acid 
(about 0.03%) produced during fermentation which reacts to form lacto 
acid phosphate and phosphoric acid, and partly to hydrochloric acid 
(about 0.10%) formed by the action of phosphoric acid on sodium chloride. 
White, also Barnard and Bishop (page 342) have found that the acidity 
does not increase on keeping the bread. 

Fat in Bread.—It is well known that the amounts of fat or ether 
extract as obtained by the ordinary method and expressed in most bread 
analyses are too low, being considerably less than the combined fat of 
the materials entering into its composition. This is probably due to 
the partial oxidation of the fat and its incrustation with insoluble 
matter. 

Yeast Foods.—Kohman, Hoffman, Godfrey, Ashe, and Blake,* in 
extensive investigations carried out at the Mellon Institute under fellow- 
ships of the Ward Baking Co. found that in different regions, owing to 
variations in the composition of the water, marked differences in the action 
of yeast, and consequently in the character of the bread were obtained. 
When, however, they added to the quantity of flour (100 Ibs.) required 
for making 160 lbs. of bread, 2 ounces of calcium sulphate, 1 ounce of 
ammonium chloride, and 0.02 ounce of potassium bromate, a saving of 
50-65% of the yeast and 2% of fermentable carbohydrates (calculated 
in terms of the flour) was effected, the quality of the dough was conserved, 
the control of the process was facilitated, and better and more uniform 
bread was secured. The calcium and ammonium salts act as yeast foods 
while the bromate exerts an oxidizing influence, aging and maturing 
the dough and preventing so-called ‘“‘rottenness”’ which reduces the 


* Jour. Ind. Eng. Chem., 8, 1916, p. 781. 
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gas-retaining qualities. The composition of the bread was not appre- 
ciably different from bread made without the salts, except that the lime 
was slightly higher. 

Alum was formerly added to flour by.the baker as well as the miller 
to cover defects or spoilage, influencing the quality of the gluten. Its 
use in the United States, at least in recent years, has not been reported. 
In examining flour or oven products for alum due regard must be given 
its possible presence in the form of baking powder. 

Copper Sulphate, said to have been used many years ago on the con- 
tinent, does not appear to have ever found a place in English or American 
bakeries. , 

The Wrapping of Bread is in accord with modern ideas cf cleanliness 
and sanitation. Winton has seen the baker’s delivery man drop an un- 
wrapped loaf in the filth of a city alley and restore it to its place in 
his wagon. Had the loaf been wrapped, possible consequences would 
have been mitigated. The bread is commonly allowed to cool before 
wrapping. 

An exhaustive investigation of the effects of wrapping on the character 
and composition of the bread has been conducted by Barnard and Bishop.* 
They concluded (1) that wrapping either in semi-porous waxed or para- 
fined paper retards the escape of moisture and tends to preserve the colloidal 
condition and physico-chemical equilibrium and thus prevent staling, 
also, contrary to common belief, the loss of moisture of the crumb is 
accompanied by a closely parallel loss of the crust, (2) lactic acidity does 
not develop either in wrapped or unwrapped bread, thus confirming the 
results of White,f and (3) wrapping does not injure the quality of the 
loaf after the third day and up to that time improves its condition, flavor, 
and odor. 

Cake and Similar Preparations.—These differ from bread chiefly by 
the addition of considerable sugar, butter, spices, and other flavoring 
materials. In gingerbread, molasses is used as an important ingredient 
besides ginger. The adulterants of molasses, such as glucose, salts of 
tin, etc., would thus sometimes occur in gingerbread. In fact stannous 
chloride has been found in ginger cakes. 

The following analyses of a few typical varieties of cakes are selected 
from Bulletin 13 of the Bureau of Chemistry: 


* Jour. Ind. Eng. Chem., 6, 1914, p. 736. 
} N. Dak. Agric. Exp. Sta., Spec. Bul. 26, 1910, p. 214. 
See U. S. Dept. of Agric., Bur. of Chem., Bul. 13, p. 1369. 
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[Kind of Cake. | Moisture eens ae noe Ash. | Salt. | Sugar. Co ee 
drates. Calories. 
Doughnuts. ~ || Dweeae | Os7e | WO || OW) GAS) || Osws} 1.28 50.64 5520 
Ginger Sia psi O01) 60.00 |e t5. 4450270) | 1262) |\.0.47 | 28.66 24.90 4971 
Bruit cake 2 1 24.47) 44560 | 12.36 
Gingerbread. .} 21.49 | 6.25 SeA2 Nl OsOOn|eta5 5: (On28 | oF48 52.46 4757 
Cup cakes....| 14.81 Reel | URO || Loy |b ase |e peye |) syre7ks} 30.89 5073 
Macaroons...| 8.06 | 6.67 | 12.97.| 1.41 | 0.82 | 0.07 | 58.77 10.89 4835 
jumbles= =... TGES A OL etAn ON NTROAN|=O..07) 1110730) |16,.008|"s 46537 5133 


METHODS OF ANALYSIS. 


Preparation of the Sample. —Weigh a whole loaf, divide into quarters 
by cutting through the center at right angles to the sides and ends, weigh 
one of the quarters, break up into pieces, dry at a moderate heat, 
grind without loss, and weigh, and calculate the loss of moisture. A 
more representative sample is secured by using quarters of several loaves. 
If desired, crust and crumb may be prepared separately. 

Determination of Moisture.—Proceed as with flour, taking into account 
the moisture driven off in preparing the sample. 

Determination of Fat.—Owing to the presence of gelatinized starch, 
which incloses the fat globules, direct extraction yields results much too 
low. Doubtless some, if not all the results for fat given in the tables, 
page 340 and above, were obtained by faulty methods. 

The Polenske-Grujic Method* gives the full amount of fat: Heat 
on a boiling water-bath for 90 minutes 5 grams of the sample in a 200-cc. 
flask with 50 cc. of water and 2 cc. of 25% hydrochloric acid (sp. gr. 
1.125), cool, add 1 cc. of 0.04% methyl orange solution, neutralize with 
concentrated sodium hydroxide solution, and acidify with a drop of dilute 
hydrochloric acid. Filter, wash with hot water, dry filter and contents 
on a watch-glass at 105° C., and extract with ether in the usual manner. 

Determination of Fiber, Starch, Sugars, Protein, and Ash.—See 
general methods (pages 285 and 286), also pages 292 and 293. 


YEAST. 


The yeast plant is a fungus of the genus Saccharomyces, widely dis- 
tributed through the vegetable kingdom and in the air. It is capable 
of rapid growth by the multiplication of its cells when present in a 


* Eighth Int. Cong. App. Chem., 26, 1912, p. I. 
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favorable medium, such as malt wort, and with propitious conditions 
of temperature, moisture, etc. Under such conditions, it forms a yel- 
lowish, viscous, frothy substance, the chief value of which, in the liquor 
industry, is the production of alcohol, while for bread-making, as a result 
of the same kind of fermentation, the end desired is the leavening of the 
doughy mass by the carbon dioxide liberated. 

A vigorous, pure yeast which will “ raise ” quickly is a great preventive 
against sour bread, for not only is it comparatively free from the germs and 
products of lactic acid fermentation, but by doing its work quickly it 
enables the baker to check the fermentation or raising process before the 
lactic acid or sour decomposition is far advanced. 

Yeast most commonly used in bread-making is of the so-called ‘‘ com- 
pressed’? variety. The use of compressed yeast is almost universal for 
domestic purposes, and is more or less common in bakeries. A small 
amount of brewers’ yeast in liquid form from beer wort is used, especially 
in the immediate neighborhood of breweries, and dry yeasts are used to 
some extent in localities so remote that fresh compressed yeast cannot 
readily be obtained. 

Compressed Yeast is a product of distilleries where the wort from 
malt and raw grain is fermented for the manufacture of whiskey, gin, 
and other distilled liquors, as well as distilled vinegar. Little, if any, 
of the commercial compressed yeast is made from beer wort yeast. 

In the manufacture of compressed yeast, the yeast floating on the 
top of the wort is separated by skimming, while that settling to the bot- 
tom is removed by running the wort into shallow settling trays. Top 
yeast is considered more desirable than bottom yeast for bread-making. 
The separated yeast is washed in cold water, and impurities are removed, 
either by sieving through silk or wire sieves, or by fractional precipitation 
while washing. The yeast, with or without the addition of starch, is 
finally pressed in bags in hydraulic presses, after which it is cut into cakes 
packed in tin-foil, and kept in cold storage till distributed for use. 

Such yeast should be used when fresh, as it readily decomposes and 
soon becomes stale. When fresh, it should have a creamy, white color, 
uniform throughout, and should possess a fine, even texture; it should 
be moist without being slimy. It should quickly melt in the mouth 
without an acid taste. Its odor is characteristic, and should be some- 
what suggestive of the apple. It should never be “cheesy,” such an 
odor indicating incipient decomposition, as does a dark or streaked color. 

Dry Yeast is prepared by mixing fresh yeast with starch or meal, 
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molding into a stiff dough, and drying, either in the sun or at a moderate 
temperature under reduced pressure. Such yeast, when dry, is cut into 
cakes and put in packages. It will keep almost indefinitely. During 
the drying process, many of the yeast cells are rendered torpid and tem- 
porarily inert, and for this reason the dried yeast does not act so promptly 
in leavening as does compressed or brewers’ yeast, but when once it begins 
to act it is quite as efficacious. 

Composition of Yeast.—The following is the result of the analysis 
of under-fermentation yeast, after drying, by Nagele and Loew: 


Cellulose and Mucilage . ET eA sSc gre RY 
Albuminoids Macoprowin oe) arte Aen aoe ree 36 
Albuminoids (Soluble in Alcohol) ..........-- 9 
Peptones (Precipitable by Subacetate of Lead). 2 


ie ree et ee 4k Aas 5 
Extractive Matters (Leucin, Glycerin, etc.) 4 
TICES, OER Bac 8 So or 9 =e een er 7 

100 


Lintner gives the following average analyses of the ash of three samples 
of yeast, analyzed by him: 


Silicamprneemer statist tow Sa% of2ie.. 25's 1.34 
Brome co0) 2) Were ie oats to warn Caieisls < 0.50 
Ce eA) meaner Piers dks a ie3"s les hy 
Sulpnuricannydrider(SO)3) ace’. oc% kes 0.56 
is Cesta WALDO ent eo atn ie cick S's aie + ow oars = 6.12 
Phosphoric Anhydride (P2O5).--.--------- 50.60 
Potash (K2O) and a little Soda............ 33-49 

98.08 


Matthews and Scott give the following as the ash composition of yeast: 


Poissy Poosphatesy 42. <'ic.¢ as) ei 2 +4 78.5 
Magnesium Phosphatey, ..1.. 2. +022 --+--- 1323 
Galcnmun Phosphate sm -\bict- ae). a>2ls- ols» </0 6.8 
Silifve, (Aoi ln (3 (eae Cares e aca rey 
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Starch in Compressed Yeast.—Potato, corn, or tapioca starch has 
long been added to yeast before pressing, on the ground that the starch acts 
as a drier, producing a much cleaner product, and one that can be more 
readily and intimately mingled with the materials of the bread, besides 
enhancing the keeping qualities of the yeast, especially in warm weather. 
The quantities used vary from about 5% up to over 50%. Undoubtedly 
the larger amounts are added as a make weight. Some manufacturers 
use no starch whatever. 

The question has frequently been raised whether, with improved 
methods of manufacture, whereby yeast can be produced comparatively 
free from slime, and thus capable of pressure without the admixture of 
starch, the use of the latter should not be considered as an adulterant. 

Briant claims that the admixture of starch up to 5% increases rather 
than decreases the actual content of yeast, in that the starch abstracts 
moisture from the yeast cells themselves, the proportion of water being 
much smaller, and that of the yeast larger in the starch-mixed substance. 
T. J. Bryan,* on the other hand, finds that the addition of starch to yeast 
reduces the carbon dioxide value, and that the percentage reduction is 
greater than the percentage of starch present. His experiments further 
indicate that the keeping qualities of starch yeast are not greater, but 
actually less than that of pure yeast. 

U. S. Rulings.j—1. The term ‘compressed yeast,’ without quali- 
fication, means distillers’ yeast without admixture of starch. 

2. If starch and distillers’ yeast be mixed and compressed such prod- 
uct is misbranded if labeled or sold simply under the name “ compressed 
yeast.” Such a mixture or compound should be labeled “ compressed 
yeast and starch.” 

3. It is unlawful to sell decomposed yeast under any label. 


ANALYSIS. OF YEAST. 


Microscopical JExamination.— Mix a bit of the yeast in water on the 
glass slip till a milky fluid is formed, and stir in a drop of a very weak 
anilin dye solution, such as methyl violet, eosin, or fuchsin (1 gram crys. 
fuchsin, 160 cc. water, 1 cc. alcohol). Put on the cover-glass and examine 
under the microscope. Living, active cells resist the stain, if the latter 
is dilute enough, and appear colorless or nearly so, while the decayed and 


*U. S. Dept. of Agric., Bur. of Chem., Bul. 116, 1907, p. 25. 
t Food Insp. Decision, 111, rg10. 


CEREALS, VEGETABLES, FRUITS, AND NUTS. 347 


lifeless cells are stained and can easily be distinguished by their color. 
Yeast cells are circular or oval in shape and vary from 0,007 to 0.009 
mm. in diameter. They are sometimes isolated and sometimes grouped 
in colonies; each cell has an outer, mucilaginous coating or envelope. 
The interior, granular mass or substance of the cell is the protoplasm, 
and within the protoplasm are frequently seen one or more circular empty 
spaces known as vacuoles. 


Fic. 68.—Sprouting Yeast-cells (Saccharomyces cerevisie). (a, after Liirssen; 0b, after 
Hansen). 


Yeast cells multiply by the process of budding. The decadence of 
yeast cells is marked by the increased size of vacuole and by the thicken- 
ing of the cell wall. 

Determination of Leavening Power.—The value 
of yeast in bread-making depends on the amount 
of carbon dioxide which it is capable of generating 
under given circumstances, hence the available 
carbon dioxide is the chief factor in gauging a yeast: 
There are various methods of determination: (1) 
either by measuring the volume of gas set free by 
the action of a weighed quantity of yeast in a 
sugar solution of known strength, kept for a fixed 
time at a fixed temperature (say 30°), or (2) by ; 
conducting the gas from such a fermenting solution | 
through a weighed absorption bulb, containing : 
potassium hydroxide and noting the increase in 
weight, or (3) by the more convenient method of 
Meissl as follows: = 

A mixture is made of 4oo grams pure, concen- ef Vee 
trated sugar, 25 grams ammonium phosphate, and 25 Determining Leaven. 
grams potassium phosphate. A small wide-mouthed _ ing Power of Yeast. 
flask of about 100 cc. capacity (Fig. 69) is fitted with 
a doubly perforated rubber stopper, having two tubes, one of which is 
bent and passes nearly to the bottom of the flask, being fitted at the outer 


348 FOOD INSPECTION AND ANALYSIS. 


end with a rubber tube and glass plug, while the other is connected with 
a small calcium chloride tube. Measure 50 cc. of distilled water into 
this flask, and dissolve 4.5 grams of the above sugar phosphate mixture. 
Finally add 1 gram of the yeast to be tested, stir it well till there are no 
lumps, and cork the flask. Carefully weigh on a delicate balance the 
flask with its contents, and immerse in a water-bath at 30° C., keeping 
it at that temperature for 6 hours. At the end of. this time, remove the 
flask from the bath, and immediately immerse in cold water to cool the 
contents. Remove the rubber tube with the glass plug, and by suction 
draw out the remaining carbon dioxide. Replace the plug, and having 
carefully wiped off the flask, again weigh. The loss in weight is due to 
carbon dioxide set free by the fermentation of the yeast. 


CHEMICAL LEAVENING MATERIALS. 


Under this heading are included the various chemicals, added sep- 
arately, or mixed in the form of baking powder, for the aeration of oven 
products. 

SODIUM BICARBONATE.—Sodium hydrogen carbonate, acid sodium 
carbonate, baking soda, or saleratus (NaHCOs), is produced in large 
quantities by the Solvay process, ammonia and carbon dioxide gases 
being alternately passed into concentrated sodium chloride solution under 
pressure. The bicarbonate, being almost insoluble in cold concentrated 
ammonium chloride solution, separates out. As placed on the market 
for baking powder it is a white powder with a disagreeable alkaline taste. 

According to the United States Pharmacopceia, matter insoluble in 
water, heavy metals, and appreciable amounts of normal carbonate should 
be absent. No ammonia fumes should be evolved on heating in a test 
tube and after drying over sulphuric acid the powder should consist of at 
least 99% pure sodium bicarbonate. 

A small amount of harmless impurity, such as sodium chloride, may 
be present. Because of its cheapness there is no incentive to adulteration. 

CREAM OF TARTAR, or potassium bitartrate (KHsC4Og¢), is obtained 
by the recrystallization of crude argols. The lees, or argols, consist 
chiefly of crude potassium bitartrate, which is present in the juice of the 
grape, but being insoluble in alcohol is deposited during fermentation. 
If the wine has been plastered calcium tartrate will be found in the lees 
and also, if not eliminated, in the cream of tartar. 

Calcium acid phosphate, gypsum, starch, and alum have been used 
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as adulterants, while small amounts of lead from the tanks in which the 
cream of tartar is crystallized constitute a common impurity. 

Potassium bitartrate is insoluble in alcohol, sparingly soluble in cold, 
and readily soluble in hot water. It is usually guaranteed 99% pure. 

BAKING POWDER.—Formerly the housewife was accustomed to measure 
out in proper proportion an acid substance, such as sour milk, molasses, 
or cream of tartar, and sodium bicarbonate (‘‘saleratus’’) to produce 
quick aeration of bread. The modern baking powder is a natural out- 
growth of this practice and has largely displaced it, containing, as it does, 
a mixture ready for immediate use of an acid and an alkaline constituent 
in proper proportion for chemical combination to form the gas. A dry, 
inert material, which by absorbing moisture prevents the premature 
chemical action between the reagents, is generally considered an essential 
ingredient. Starch is nearly always preferred for this purpose, though 
sugar of milk has a limited use, and hydrogenated oil, which serves also 
as shortening has recently been proposed. The alkaline principle of 
nearly all baking powders is sodium bicarbonate, in some cases mixed 
with a little ammonium carbonate. 

Classification of Baking Powders.—The division is into three main 
classes, with reference to the acid principle: (1) tartrate powders, (2) 
phosphate powders, and (3) alum powders. Patents have been issued 
for the use in baking powder of lactic acid made from skim milk by the 
action of B. Bulgaricus, thus adding a fourth class to the list. 

(1) Tartrate Powders——The acid principle is (a) potassium bitartrate 
or (0) tartaric acid, the reactions being as follows: 


188 ye 210 44 18 
(2) KHC4H40¢ +NaHCO3= KNaC4H40¢ +COz +H20 
Potassium Sodium Potassium Carbon Water 
bitartrate bicarbonate and sodium dioxide 
tartrate 
150 168 230 88 
(0) H»C4H4O¢ iF 2NaHCO3 ae NaeC4H40¢6,2H2O0 ar 2CO>e 
Tartaric Sodium Sodium tartrate Carbon 
acid bicarbonate dioxide 


(2) Phosphate Powders contain calcium acid phosphate as the acid 
principle: 


234 168 136 142 88 36 
CaH,4 (POa)2 + 2NaHCOs3 = CaHPO, +NasHPO, ap 2CO2 ar 2H2O 
Calcium Sodium Calcium Disodium Carbon Water 
acid phos- bicarbonate monohy- phosphate dioxide 
phate drogen phos- 
phate 
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(3) “Alum Powders.”—In these the acidity is due to aluminum sul- 
phate added as such or as potash-, ammonia-, or soda-alum. At present 
calcined or ‘‘ burnt”? soda alum, known commercially as S. A. S. (sodium 
aluminum sulphate) is almost exclusively used, the reaction being as 
follows: 


484 504 156 568 264 
NazAle(SO4)4 +6NaHCOs3= Alo(OH)6 +4Na2SO4+6CO2 
Burnt Sodium Aluminum Sodium] Carbon 
soda alum bicarbonate hydroxide sulphate dioxide 


Baking powders consisting of various mixtures of the above classes 
are alsu on the market. Alum-phosphate powders are especially popular. 

Composition of Various Baking Powders.—Following are analyses 
of typical baking powders of the above classes: * 


1. Cream of Tartar Baking Powder: 


‘Lotal carbom dioxidé;:COs: sa jas.sniys oe Seats to ee 13727 
Sodiuni oxide; Nass fa. ieee eas te see eee ee 13-58 
Potassium oxides Ke)... .<.. at-<.o te aoate ae eee 14.93 
Caleniimoxide; CaO ac 5. eee See eee eae .18 
partaric-acid pC absO pitied eer terem sala eee 41.60 
pulphuriciacid., SOs. cts ew oa eee eee .10 
DEAT CH ovr prea tata nie ceetd slevetievalctS ah six, 2 hoes een cee 7.42 
Water of combination and association by difference.. 8.98 

100.00 


Available carbon dioxide 12.58%. 


2. Phosphate Baking Powder: 


Total carbon dioxide COs. soa aioe eee eee 13-47 
Sodiumoxide, "NasQ see nt oe vas ce ca eee ee 12.66 
Potassium Oxides hgO soe. eee ae 
Calciam@toxide, "CaO Cee eee w cece os eee 10.27 
Phosphoric acid)"PsOg..wreton tee ee tee 21.83 
PLAT CH: oi ciel 1 ors) flee oie ye ene ae 26.41 
Water of combination and association by difference.. 15.05 

100 .00 


Available carbon dioxide 12.86%. 


*U.S. Dept. of Agric., Div. of Chem., Bul. 13, part 5, pp. 600, 604, and 606. 
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3. Alum Baking Powder: 
MOLairedt DONTGIONIC’, @U)o,..'.< sa. scece ce cece 9-45 


DOuseO Ce NGO acc anc tuts tec sees css ct ede ee 9-52 
pivammreoxtde, AlgOg etc... 2s ---cnssseccs bocce Bere: 
JgNPOVTPRUYECEDNG, INU § bcs 0 Salad ug a ra 1:07 
SGU Tea C Hl Si Jae eer fe oe el ess cata ea a 10.71 
LG col Std Sea ak Aa Aas 
Water of combination and association by difference.. 22.27 

100.00 

Available carbon dioxide 8.10%. 
Mixed Powder: 

SPeiale arbor dioxide; (0), ..<-2sccece cee « eee eOLOS 
STRESS ERE AIS (5 GEG ler cee eine ae ial aaa arie rR ap 14.04 
Bee LOMITA OSS eco ces oeticlc's cet so 1.29 
EHIME Ie ilo 4. occ cases ecec cess cece 4.59 
EES Os SU Fok careless GP ea a eri a eh 
AIA 0) pen oh ee oe sc ci dae ee we ae Bee 
“SEEMS TS 210 Yah 5 i 0 es ede ae ea aia (bel) 
SAITO Dine = Mc LSC ae re 42.93 


Water of combination and association by difference... 10.39 


100.00 
Available carbon dioxide 10.37%. 


Baking Powder Controversies.—Perhaps no class of substances within 
the domain of food inspection is the subject of so much controversy as 
baking powder. In the absence of special regulations, baking powder can 
be regarded as adulterated if it (1) contains a substance injurious to health, 
(2) if it contains mineral matter, such as clay, ground talc, or calcium 
sulphate, as a diluent, (3) if it is deficient in available carbon dioxide, 
-or (4) if it does not conform in composition to the label. : 

Metallic Impurities.—Traces of arsenic derived from the raw materials 
used in manufacture often occur in both alum and phosphate powders 
while lead from pipes or vats may be present in tartrate and phosphate 
powders. 

Mineral Diluents—Winton, Ogden, and Langley * found over 25% 


* Conn. Agric. Exp. Sta. Rep., 1900, p. 15. 
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of ground rock (talc and tremolite) in a sample of baking powder and 
20-30% of plaster, calculated as the anhydrous salt, in several alum- 
powders. Although experiments by Patten * indicate that calcium sul- 
phate liberates a certain amount: of carbon dioxide from sodium Licar- 
bonate, its presence in considerable amount is generally regarded as an 
adulterant. 

Deficiency in Available Carbon Dioxide is a mark of adulteration. 
Some powders have been found to yield only half the proper amount. 

Misbranding.—In cases where the general nature of the powder or 
its constituents is declared on the label, whether or not required by state 
laws or rulings, any misstatement constitutes a misbranding. 

Cathartics in the Residue.—The residue left in the bread by all classes 
of baking powder contains one or more cathartics, but opinions differ as 
to whether the amount is sufficient even after long continued use to be 
injurious to health. The nature of these cathartics is shown by the reac- 
tions given above and the approximate amounts may be derived from the 
reactions and the analyses of the baking powder. 

The ‘‘ Alum Question” involving the completeness of the decomposition 
into aluminum hydroxide and the injurious nature of this substance appears 
to be disposed of for the present by the official report of the Referee 
Board,t which found that aluminum compounds do not (1) injure the 
nutritive value of foods, (2) contribute poisonous or other deleterious 
effect, or (3) reduce the quality or strength of the food. The catharsis 
produced by very large amounts is due to the sodium sulphate formed and 
not the aluminum compound, although occasional colic, when very large 
amounts of aluminum have been injested, is produced. Giess{t and 
co-workers§ obtained somewhat different results from the Referee Board 
which led them to continue their investigations. 


‘METHODS OF ANALYSIS OF BAKING CHEMICALS AND BAKING POWDERS. 


Titration of Sodium Bicarbonate.—The degree of purity of sodium 
bicarbonate is best ascertained by titration with standard acid, using 
methyl orange as indicator, each cubic centimeter of tenth-normal acid 
being equivalent to 0.0084 gram of sodium bicarbonate. 


* Jour. Assn. Off. Agric. Chem., 2 II, 1917, p. 214. 

1 U.S. Dept. of Agric., Bul. 103, 1914. 

t Biochem. Bul. 5, 1916, p. 151. 

§ Steel, Amer. Jour. Physiol., 28, 7911, p. 94; Kahn, Biochem. Bul. I, IQ11, p. 235. 
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Titration of Cream of Tartar—The degree of purity of commercial 
cream of tartar is best determined by weighing out exactly 0.188 gram 
of the sample, dissolving in hot water, and titrating with tenth-normal 
sodium hydroxide, using phenolphthalein as an indicator. If the article 
is pure, exactly 10 cc. of the standard alkali will be required for the titra- 
tion. All the above-named adulterants, with the exception of alum, 
are either insoluble, or sparingly soluble in hot water, and will indicate 
the impurity of the sample even before titration. If the adulterant be 
alum, the sample would go into solution in the water, but the alum would 
be precipitated by the sodium hydroxide, the precipitate being, however, 
soluble in an excess of the alkali. . 

Determination of Total Carbon Dioxide.—Heidenhain Apparatus * 
(Fig. 70).—This is an evolution of the form devised by Mulder and 
improved by Kolbe, Stobe, and Fresenius.t The apparatus consists of 
the following parts: 

A. A cylinder filled with soda lime to free the air from carbon dioxide. 
A thick layer of cotton prevents soda lime dust from being carried over. 

B. Glass cock to regulate the air current, which finds resistance at C. 

C. A capillary contraction. 

D. Funnel tube of peculiar shape. The funnel is cylindrical, three- 
fourths of an inch wide and 4 inches long, and is reduced to half 
its width at the bottom, so as to make a neck for a perforated rubber 
stopper. 

E. A glass tube tightly fitted into the perforated rubber stopper, 
allowing the stopper to be taken out, thus admitting the required amount 
of acid into the flask. 

F. Evolution flask, ordinarily of 150 cc. capacity, but for foaming 
liquids of 300 cc. capacity. 

G. Return condenser, consisting of a glass tube of one-fourth of an 
inch bore, around which a small lead pipe is wound. The tube following 
the condenser contains a few pieces of calcium chloride to retain the 
bulk of the moisture. It is refilled when contents are liquefied. 

H. U-tube filled with coarse calcium chloride. 

K. Tube filled at J with a 3-inch long column of pumice stone impreg- 
nated with copper sulphate completely dehydrated at 150° C. The re- 
mainder of the tube is filled with fine calcium chloride. 


* Jour. Am. Chem. Soc., 18, 1896, p. I. 
+ Quantitative Analysis, German Edition, 1, 449; 2, 308. 
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L. Cock to close the apparatus when not in use. 

M. First absorption tube about one-half inch in diameter and 5 inches 
long, filled mainly with soda lime, with a little calcium chloride on the 
side at which the air current enters. 

N. Second absorption tube of same size as M, filled half with soda 
lime and half with calcium chloride, the side containing calcium chloride 
being toward the end of the apparatus where the air current leaves. 

O. Guard tube containing calcium chloride toward N and soda 
lime toward P. 

P. Indicator tube trapped with glycerine. 


Water N 
for cooling H 


—— 


Fic. 70.—Heidenhain’s Apparatus for the Determination of Carbon Dioxide. Scale, 1:18. 


R. Safety bottle to receive water which may be sucked back from 
the aspirator. 

S. The aspirator, which is a Mariette’s bottle of about 4 liters 
capacity. 

Tubes M and N should hold about 20 grams, making the capacity 
of M for carbon dioxide nearly 1 gram and of N for moisture 0.2 gram. 
They should be refilled when they have gained 0.75 and o.1 gram respect- 
ively. Use best rubber connections lubricated with a trace of castor 
oil. Boil connections for the weighed tubes in dilute alkali, wash and dry. 


Wire or tie all joints. Before using pass carbon dioxide through H and 
K for several hours and exhaust. 
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Reagents.—1. Calcium Chloride.—This should be dehydrated at 200° 
C., not fused. Grind so as to pass a No. 18 mesh and reject what passes 
a No. 30 mesh. The tubes should be filled from the same lot so that 
the air leaving the apparatus shall have the same inoisture content as 
as that which enters. 

2. Soda Lime.*—To a kilogram of commercial sodium hydroxide 
add 500 to 600 cc. of water and heat in an iron kettle to form a thin 
paste. While still hot add a kilogram of coarsely powdered quicklime 
and stir with an iron rod to mix, break up lumps and facilitate the escape 
of moisture. When cool grind and sift as in the case of calcium chloride, 
place in wide-mouthed bottles, and seal with paraffin. To give the best 
results the product should not be too dry. 

Process.—Weigh tubes M and WN after they have reached the room 
temperature, opening the cocks for a moment to insure equalization 
of pressure. Connect tubes with the apparatus and make sure that 
- all joints are tight by closing A at the bottom, opening all cocks, starting 
the aspirator, and observing P in which the liquid must soon come to 
a standstill. Then disconnect the aspirator, close B, remove F and 
introduce the material (using about 1 gram of carbonate or # grams of 
baking powder), connect F and start the cooler. Introduce hydrochloric 
acid (sp. gr. 1.1) and carbon dioxide-free water through D, lifting E 
slightly. Heat to boiling and lower the flame to keep just at boiling. 
If no more air passes P start the aspirator. When water stops running, 
open B carefully and adjust the outflow of the aspirator by raising or 
lowering the syphon to half the safe speed. 

To find the safe speed charge the apparatus as for an analysis, omitting 
the carbonate, aspirate at the rate of 50 cc. per minute until 2 liters of 
air have passed through the system, and weigh the tubes. If together 
they have lost weight reduce the rate until constant weights are secured. 
Tube M should lose as much as WN gains. 

After M has become cool, increase the current to full safe speed and 
aspirate altogether 3 liters, continuing boiling to the end. After the 
tubes have reached the room temperature open for a moment and 
weigh. 

Determination of Residual and Available Carbon Dioxide.t—Weigh 
2 grams of baking powder into a flask suitable for the subsequent deter- 
mination of carbon dioxide, add 20 cc. of cold water, and allow to stand 


——= 


* Benedict and Tower, Jour. Am. Chem. Soc., 21, 1899, p. 396. 
+ Conn. Agric., Exp. Sta., Rep., 1900, p. 169. 
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twenty minutes. Place the flask in a metal drying cell surrounded by 
boiling water and heat, with occasional shaking, for twenty minutes. 

To complete the reaction and drive off the last traces of gas from 
the semi-solid mass, heat quickly to boiling and boil for one minute. 
Aspirate until the air in the flask is thoroughiy changed, and determine 
the residual carbon dioxide by absorption, as described, under total 
carbonic acid. 

The process described, based on the methods of McGill * and Catlin, 
imitates as far as practicable the conditions encountered in baking, but 
in such a manner that concordant results may be readily obtained on 
the same sample and comparable results on different samples. 

To obtain the available carbon dioxide subtract the residual from 
the total carbon dioxide. 

Detection of Tartaric Acid.{—In the absence of starch, mix a little 
of the dry powder in a test-tube with a bit of dry resorcin, add a few 
drops of concentrated sulphuric acid, and heat slowly. A rose-red color 
indicates tartaric acid or a tartrate, the color boas discharged on dilu- 
tion with water. 

In case of baking powder, or a cream of tartar substitute containing 
starch, shake repeatedly from 3 to 5 grams of the sample with about 
250 cc. of cold water in a large flask, allowing the insoluble portion to 
subside. Decant the solution through a filter, and evaporate the filtrate 
to dryness, after which test the dried residue or a portion thereof with 
resorcin and sulphuric acid as above described. 

Determination of Total Tartaric Acid.—Modified Heidenhain 
Method.§—Applicable only in the absence of phosphates and salts of 
aluminum and calcium. 

Into a shallow porcelain dish, 6 inches in diameter, weigh out 2 grams 
of the material and sufficient potassium carbonate to combine with all 
tartaric acid not in the form of potassium bitartrate. Mix thoroughly 
with 15 cc. of cold water, and add 5 cc. of 99% acetic acid. Stir for half 
a minute with a glass rod bent near the end. Add 100 cc. of 95% alcohol, 
stir violently for five minutes, and allow to settle at least thirty minutes. 
Filter on a Gooch crucible with a thin layer of paper pulp, and wash 


* Lab. Inl. Rev. Dept., Canada, Bul. 68, p. 31. 

+ Baking Powders: A Treatise on their Character, Methods for Determination of 
the Values, etc., p. 20. 

t Wolff, Rev. chim. anal., 4, 1899, p. 2631. 

§ U.S. Dept. of Agric., Bur. of Chem., Bul. 65, p. 104; Bul. 107, p. 175. 
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with 95% alcohol until 2 cc. of the filtrate do not change the color of 
litmus tincture diluted with water. Place the precipitate in a small cas- 
serole, dissolve in 50 cc. of hot water, and add standard fifth-normal potas- 
sium hydroxide solution, leaving it still strongly acid. Boil for one minute. 
Finish the titration, using phenolphthalein as indicator, and correct the 
reading by adding 0.2 cc. One cc. of fifth-normal potassium hydroxide 
solution is equivalent to 0.026406 gram tartaric anhydride (C,H,O,), 
0.03001 gram tartaric acid (H,C,H,O,), and 0.03763 gram potassium 
bitartrate (KHC,H,O,). 

The standard of the potassium ietih solution should be fixed by 
pure dry potassium bitartrate. 

' The accuracy of this method is indicated by the agreement of the 
percentages of potassium bitartrate in cream of tartar powders containing 
no free tartaric acid, obtained by calculation from the tartaric acid, with 
those obtained by calculation from the potassium oxide. 

in presence of phosphates or of aluminum and calcium salts, the only 
satisfactory method of arriving at the amount of tartaric acid present is 
by difference, having determined or calculated the other ingredients. 

Kenrick’s Polariscopic Methods.—Method 1. (Applicable to Cream 
of Tartar).—The method is based on the fact that in the presence of 
excess of ammonia, the rotation of the solution is proportional to the 
concentration of the tartaric acid, and is independent of the other bases 
and acids present. 

(a) The Substance is Completely Soluble in Dilute Ammonia.—A 
weighed quantity of the material containing not more than 1 gram tartaric 
acid is placed in a 25 cc. measuring flask, moistened with 3 or 4 cc. of 
water, and concentrated ammonia (sp. gr. 0.880) added in quantity suf- 
ficient to neutralize all acids that may be present, and leave about 1 cc. 
in excess. The actual amount of the excess is not of importance, but a 
greater quantity than 1 cc. of free ammonia should be avoided. The 
solution is then made up to 25 cc. with water, filtered, if necessary, 
through a dry filter, and measured in a 20 cm. tube in the polarimeter. 

The amount of tartaric acid (C4H,O,) in grams (y) in the material 
taken is given by the formula: 

y =0.00519x, 
where x is the rotation in minutes. 

(6) The Substance is not Completely Soluble in Dilute Ammonia.—In 
this case calcium tartrate is probably present, and may be determined 
as follows: Treat 1 gram of the substance (or an amount containing 
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not more than 1 gram of tartaric acid) in a small beaker with 15 cc. of 
water, and 10 drops of concentrated hydrochloric acid. Heat gently 
till both the potassium and calcium tartrates have passed into solution, 
and then, while still hot, add 2 cc. of concentrated ammonia (or enough 
to produce an ammoniacal smelling liquid), and about 0.1 gram of sodium 
phosphate dissolved in a little water. Transfer to a 25-cc. measuring 
flask, cool, make up to the mark with water, filter through a dry filter, 
and polarize the filtrate in a 20-cm. tube. The tartaric acid is calculated 
from the formula given under (a). 

The precipitation of the calcium by means of sodium phosphate is 
not absolutely necessary, but when this is not done, in cases where the 
proportion of calcium in the sample is high, there is a great tendency 
for the calcium tartrate to crystallize out from the ammoniacal solution 
before the reading is made. 

The tartaric acid present as bitartrate of potash may be determined 
by proceeding as in (a), the calcium tartrate being practically insoluble 
in cold ammonia solution. 

The tartaric acid present as calcium tartrate is given, with sufficient 
accuracy for most purposes, by the difference between the results of (a) 
and (b). If more accurate results are required, the residue insoluble in 
ammonia in (a) may be dissolved in a little hydrochloric acid and treated 
as above with sodium phosphate and ammonia. 

Method 2. (Applicable to Baking Powder and Cream of Tartar mixed 
with Substitutes).—Direct readings of rotation in ammoniacal solution 
are inadmissible in analyses of the substances of this class, on account 
of the influence of iron and aluminum on the rotation of tartaric acid, 
and on account of the small but unknown rotation of the trace of inverted 
starch. 

Accurate determinations, however, may be made in the presence of 
excess of ammonium molybdate in neutral solution. The latter substance 
has the property of greatly increasing the rotation of tartaric acid, so 
that by its use the small rotation of the inverted starch is made insignifi- 
cant. It is to be noted, however, that this increased rotation is very © 
sensitive to the presence of alkali and acid, and is, moreover, modified 
by phosphates. It is therefore necessary, in the first place, to remove 
the phosphoric acid, and, secondly, to bring the solution to a definite 
state of neutrality. Both these results are attained by the following. 
procedure, the details of which must be carefully adhered to: 

(a) Reagents.—The following solutions must be prepared, but need 
not be made up very accurately: 
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Molybdate solution: 44 grams ammonium heptamolybdate in 250 cc. 

Citric acid solution: 50 grams citric acid in 500 cc. 

Magnesium sulphate solution: 60 grams MgSO4.7H2O in soo cc. 

Ammonia solution: 80 cc. concentrated ammonia (sp. gr. 0.880) in 
500 cc. 

Hydrochloric acid: 60 cc. concentrated hydrochloric acid in 500 cc. 

Methyl orange solution: 

(0) Process.—An amount of material containing not more than 0.2 
gram tatraric acid, not more than o.3 gram aJum, and not more than 
0.3 gram calcium superphosphate, is accurately weighed, and placed in 
a dry flask. To this, 5 cc. of citric acid and 1o cc. of molybdate solution 
are added, and allowed to react with the substance for 10 or 15 minutes 
(with an occasional shake). Next, 5 cc. of magnesium sulphate solution 
are added, and 15 cc. of ammonia solution stirred in. After a few 
minutes (not more than one hour), the solution is filtered through a dry 
filter, a slight turbidity of the filtrate being disregarded. To 20 cc. of 
the filtrate are then added a few drops of methyl orange and hydrochloric 
acid, from a burette, till the pink color appears (2 or 3 drops too much 
or too little are of no consequence). Finally, 10 cc. more of the molybdate 
solution are added to the pink solution, which now becomes colorless or 
pale yellow, and water is added to make up the volume to 5socc. This 
solution, after filtering if necessary, is polarized in a 20-cm. tube. 

The amount of tartaric acid in grams (y) in the weight of substance 
originally taken is given by the following formula, in which ~ is the rotation 


in minutes: 
y= 0.001036x% + 0.001601 +/*. 


But if the rotation is not less than 4o’, the simpler formula, 


Y=0.0075 +0.001 168%, 
may be employed. 
The following table gives the tartaric acid in grams for every Io minutes 


rotation: 
Ae a te Grams Pb bree Grams 
Rotation in Minutes.| artaric ||Rotationin Minutes.| Tartaric 
cid. Acid. 

Oe sore cis/.o\s ae 0.016 QOic ne here cians 0.1130 
BOISE Aa 2 syoteie 2 0.029 TOONS = aiateraterata As 0.1246 
Reno acorns 0.0415 TLO cere siewieetserae 0.1365 
AO paysts sisye ieee OHO Mtns eticde acts t ©.1479 
BO Severna 0.06057 ICO ERE @ Belo re 0.1595 
OG eevee sieges 0.0770 iW Koren, peerete bese 0.1710 
FO ine Cro Aa FAG crcl 0.0895 TSO soir cx teu oes 0.1825 

Somers Hie wees ae 0.1013 
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Determination of Starch.—McGill’s Method* (Modified).—Digest 
rt gram of the sample with 150 cc. of a cold 3% solution of hydrochloric 
acid during twenty-four hours, with occasional shaking. Filter through 
a tared Gooch crucible, wash first with water until neutral, then once 
with alcohol, and finally with ether. Dry at 110° C. for four hours, cool, 
and weigh. Burn off the starch, and again weigh. The difference in 
the two weights indicates the weight of the starch. The purity of the 
starch is insured by examination with the microscope. 

Acid Conversion Method.t—If the sample contains lime, mix 5 grams 
in a 500-cc. flask with 200 cc. of 3% hydrochloric acid, and let the mixture 
stand an hour with frequent shaking. Filter through a wetted’ 11-cm. 
filter, wash with water, and transfer the starch by a wash-bottle from the 
filter-paper back into the original flask, using 200 cc. of water. 

If the sample be free from lime, weigh 5 grams directly into the 500-cc, 
flask with 200 cc. of water. In either case add 20 cc. of hydrochloric 
acid (specific gravity 1.125) and heat the flask in boiling water for 24 
hours, the flask being provided with a reflux condenser. Determine the 
dextrose, and from this the starch in the regular manner. 

Detection of Aluminum Salts.{—(a) In Baking Powder.—Appli- 
cable in presence of phosphates. Burn to an ash about 2 grams of the 
sample in a platinum dish. Extract with boiling water and filter. Add 
te the filtrate sufficient ammonium chloride solution to produce a distinct 
odor of ammonia. A flocculent precipitate indicates aluminum. 

In igniting, as above directed, sodium aluminate results from the 
more or less complete fusion. The reaction which occurs may be repre- 
sented as follows: 

Na,Al,O,+ 2NH,Cl+ 4H,O = Al,(OH),+ 2NH,OH+ 2NaCl. 


Sodium Ammonium Aluminum Ammonia Salt 
aluminate + chloride hydroxide 


If any phosphate of lime be present, it will be insoluble in the solution 
of the ash. If phosphate of sodium or potassium be present, it will go 
into solution, but will only precipitate out when an aluminum salt is also 
present on the addition of the ammonium chloride reagent. 

(b) In Cream of Tartar —Mix about 1 gram of the sample with an 
equal quantity of sodium carbonate, burn to an ash, and proceed as in 
the case of baking powder (a). 


* Canada Inland Rev. Bul. 68, p. 33. 
¢ U.S. Dept. of Agric., Bur. of Chem., Bul. 65, p. 105; Bul. 107 rev., p. 176. 
{ Leach, g1st An. Rep. Mass. State Board of Health, 1899, p. 638. ° 
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Determination of Alumina.—The above qualitative method with am- 
monium chloride may be made quantitative in presence of phosphates 
as follows: After carrying out the qualitative method as above directed, 
filter off the final precipitate, dissolve it in nitric acid, and test it for phos- 
phate with ammonium molybdate. If phosphates are found absent, 
proceel as before with a weighed amount of the sample and wash, ignite, 
and weigh the residue as Al,O,. 

If phosphate is found present in the ammonium chloride precipitate, 
proceed as before, igniting and weighing the total residue. Then deter- 
mine the P,O, in the latter and subtract from the total. The difference 
will be the Al,O. 

Determination of Lime.—s grams of the sample are treated in a 
50o0-cc. graduated flask with 50 cc. of water and 25 cc. of concentrated 
. hydrochloric acid. Add water to the mark, shake, and allow the starch 
to settle. Decant through a dry filter, and to 50 cc. of the filtrate 
add ammonia nearly to neutralization, an excess of ammonium 
acetate solution, and 4 cc, of 80% acetic acid, and heat at 50° C. 
Filter if necessary, and precipitate the lime with an excess of 
ammonium oxalate. Filter, wash, and ignite over a blast-lamp. Weigh 
as CaO. 

Determination of Potash and Soda.*—Weigh out 5 grams into a 
platinum dish, and incinerate in a muffle at a low heat. The charred 
mass is well rubbed up in a mortar, then boiled fifteen minutes with 
about 200 cc. of water, to which has been added a little hydrochloric 
acid. The whole is transferred to a soo-cc. flask, and, after cooling, 
made up to the mark and filtered. Of the filtered liquid too cc., 
representing 1 gram of the sample, are measured out, heated to boiling, 
and a slight excess of barium chloride solution added; then without 
filtering barium hydroxide is added in slight excess, the precipitate 
filtered off, and washed. To the filtrate is added a little ammonium 
hydroxide, and ammonium carbonate solution until the barium is pre- 
cipitated. This precipitate is filtered and washed, the filtrate evapo- 
rated to dryness, and carefully ignited below redness until all volatile 
matter is driven off. The residue is dissolved in a few cc. of water, and 
a few drops of ammonium carbonate solution added. The precipitate, 
if any, is removed by filtering and washing, and the filtrate evaporated 
in a small tared platinum dish, ignited -below redness, and weighed. 
ee 


* Conn. Agric. Exp. Sta. Rep., 1900, p. 178. 
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This gives the weight of the mixed chlorides. The residue is taken up 
with hot water, from 5 to 10 cc. of a 10% solution of platinic chloride 
added, and the whole evaporated to a sirupy consistency on the wat.r- 
bath; it is then treated with 80% alcohol, the precipitate washed with 
80% alcohol by decantation, transferred to a Gooch crucible, dried <i 
100° C., and weighed. The weight of the precipitate, multiplied by 
0.19308, gives the weight of K2O, and by 0.3056 the equivalent amount 
of KCl. The weight of KCl found is subtracted from the weight of the 
mixed chloride, the remainder being NaCl, which, multiplied by 0.53cc, 
gives the weight of Na2O in the sample. 

Determination of Phosphoric Acid.—Mix 5 grams of the material 
with 10 cc. of magnesium nitrate solution, prepared by dissolving cal- 
cined magnesia in nitric acid, adding magnesia in excess, and filtering, 
dry, ignite, and-dissolve in hydrochloric acid. Remove an aliquot part. 
of the solution, corresponding to c.25 gram, 0.50 gram, or I gram, neu- 
tralize with ammonia, clear with a few drops of nitric acid, and proceed 
.according to the usual method, precipitating successively with molybdic 
solution and magnesia mixture. 

Determinaticn of Sulphuric Acid.—Boil 5 grams of the powder gently 
for 15 hours with a mixture of 3co cc. of water and 15 cc. of concentrated 
hydrochloric acid. Dilute to 5co cc., draw off an aliquot portion of 1co 
cc., dilute considerably, precipitate with barium chloride, filter through 
a Gooch crucible, ignite, and weigh. Direct solution of the material 
without burning the organic matter was proposed by Crampton:* 

Determination of Ammonia (present in the form of ammonia alum 
or ammon‘um carbonate). Mix 5 grams of the sample with 200 cc. of 
water, and add an excess of sodium hydroxide. Distil into standard 
acid, and determine the ammonia by titration. 

Detection and Determination of Arsenic.—Proceed according to the 
Marsh or Sanger-Black-Gutzeit method without preliminary treatment 
(page 64). : 

Determination of Lead.—Method of the Victor Chemical Works.—In 
the case of phosphate and alum phosphate powders and of acid phosphate 
weigh 1 to 2 grams of the material into a small beaker, add ro to 1 iS CGs 
of water and 2 to 3 cc. of concentrated sulphuric acid. Bring to a boil 
and if starch is present continue the heating on a water bath until the 
starch is hydrolized, replacing the water lost by evaporation. Cool, 


*U.S. Dept. of Agric., Div. of Chem., Bul. 13, part 5, p. 596. 
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add 30 to 4o cc. of 95% alcohol, stir and allow to stand over night. If 
a precipitate of sodium aluminum sulphate appears, due to an excess of 
alcohol, add water in small amounts until dissolved. Filter and wash 
with 75 to 80 cc. of alcohol until free from acid. Dry, transfer the bulk 
of the precipitate to a crucible, digest with hot alkaline ammonium 
acetate solution (390 grams of ammonium acetate in 1800 cc. of water 
and 150 cc. of concentrated ammonium hydroxide), filter through the 
paper previously used, and wash with small portions of the hot solution. 
After cooling, make up to 50 cc., add 1 cc. each of 10% potassium, 
cyanide solution, 1% gelatine solution, and colorless ammonium sul- 
phide solution. Compare with standard lead solution prepared from 
a stock solution of 0.160 gram of lead nitrate (dried over sulphuric acid) 
in 1000 cc. of water (1 cc.=0.0001 gram Pb) and the quantities of alkaline 
acetate, cyanide, gelatine and sulphide already given. 

In the case of tartrate powders and cream of tartar shake Io grams 
of the material with 50 cc. of water and 4o cc. of 2N ammonia water. 
Make up to too cc., mix and filter through a dry filter. Determine lead 
colorimetrically in 50 cc. of the filtrate as above, omitting the preliminary 
precipitation as sulphate. The standard lead solution should be made 
up using about the same amount of lead-free cream of tartar as in the 
solution of the material. 


SEMOLINA AND EDIBLE PASTES. 


Semolina is the ccarse meal ground from certain varieties of hard 
or “durum” wheats, grown originally in Italy, Sicily, and Russia, but 
at present in France and certain parts of the United States and Canada. 
This hard wheat is high in gluten, and especially adapted for the prepara- 
tion of macaroni and the various pastes. A peculiar process is employed 
in preparing the wheat, whereby the husk is removed by wetting, heating, 
grinding, and sifting, the resulting meal or semolina, being in the form 
of small, round, glazed granules. 

Italian Pastes.—Semolina furnishes the basis of the Italian edible 
pastes, being mixed with warm water, kneaded, and molded into various 
forms, either by pressure through holes in an iron plate, or otherwise, 
and finally dried. In parts of Italy juices of carrots, onions, and other 
vegetables are said to be mingled with the paste, but for local consumption 
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only. Saffron is sometimes added to pastes for the purpose, so it is 
claimed, of imparting a spicy flavor, although the quantity used is often 
so small as to be apparent only to the eye, thus indicating that the real 
object of its addition is to impart a color in imitation of an egg paste. 

Macaroni is the larger of the slender-tube or pipe-shaped products; 
vermicelli is the worm-shaped variety, produced when the holes in the 
plate are very.small; spaghetti is the term applied to the cord-like paste 
intermediate in size between the others. A variety of Italian pastes or 
patés is made by rolling the kneaded semolina into thin sheets, and cutting 
out in shapes of animals, letters of the alphabet, etc. 

The composition of some of these products is as follows: 


: Fuel 
Total Value 
No. of : Crude 

Ss ate ote s.| Water. Protein.| Fat. bela Bipes! Ash : pes if 
Cal's 

Semolinatysserme te cereale 102501] 11390) |550.60) |) 75—70 ©2150) |/MOROS 
Mia caromiuhes srr leryss cla II TOs 13-4 Ns) |) Waa Seals Da 1665 
iINoodlestiteces sees occ 2 TOE Trey TON 7520 0.4 gS) 1665 
Spar hettiiieeeensseeriee 3 10.6 Loar o.-4, | 7653 0.4 0.6 1660 
Wermicellitises cee ece ce 15 II.0 10.9 2.0 72.0 Bae 4.1 1625 

+Balland. + Atwater and Bryant. 


Noodles are a strap-shaped form of paste made in German households 
as well as in factories. True, or egg-noodles, contain a certain percentage 
of eggs, while water-noodles are practically the same in composition as 
Italian pastes. The difference in composition between water-noodles and 
noodles made with different numbers of eggs or egg yolks per German 
pound of flour, is shown by the analyses of Juckenack and Pasternack * 
given in the following table: + 


— 


te ak 
Os Composition of the Dry Matter. ce Composition of the Dry Matter. 
& 
° 
ote Bs 
oe Total | Lecithin Se Total | Lecithin 
Sal Ash. Phos- Phos- | Ether |Protein|| § 5 Ash Phos.- Phos- | Ether | Protein 
ee Pphoric | phoric |Extract} N X 6} || QA ss phoric | phoric |Extract| N X 6} 
Es Acid. | “Aci Ey Acid. | Acid. 
a ues 
vf) % % Curie 76 % 7% % %o| Vo 
© | 0.460 | 0.2300] 0.0225) 0.66 | 12.00}| 0 | 0.460 | 0.230c| 0.0225] 0.66 | 12.03 
1 | 0.565 | 0.2716) 0.0513} 1.56 | 12.99|| 1 | 0.488 | 0.2720] 0.0518] 1.57 | 12.37 
2 | 0.664 | 0.3110) 0.0786) 2.42 | 13.92|| 2 | 0.516 | 0.3127] 0.0801] 2.47 | 12.73 
3 | 0.758 | 0.3482] 0.1044] 3.24 | 14.81 0.542 | 0.3520] 0.10 : 1360 
* * * * * : 2 © * Se me) 2 : 
12 | 1.426 | 0.6123] 0.2875] 7.94 | 21.09]| 12 | 0.745 | 0.6533| 0.3171] 8.64 | 15.71 


* Zeits. Unters. Nahr. Genussm., 3, 1900, p. 13; 8, 1904, Pp. 94. 
t The German pound is 500 grams; the avoirdupois pound is 454 grams. 
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From these results it appears that the percentages of ash, total phos- 
phoric acid, and protein are appreciably increased by the addition of 
each egg or egg yolk, while the percentages of lecithin-phosphoric acid 
and ether extract are more than doubled by the addition of the first ege, 
and are increased in corresponding proportion by the addition of two or 
more eggs. 

The German Association of Food Chemists require that commercial 
egg-noodles contain at least 0.045% of lecithin-phosphoric acid, and 
2.00% of ether extract, corresponding to the minimum in noodles with 
two eggs per half kilogram of flour. 

Spaeth * considers that if the ether extract of noodles has an iodine 
number over 98, it is safe to assume that they contain no eggs or only 
traces. 

Farcy — determines the nitrogen soluble in hot and cold water. In 
flour or noodles made from flour alone he found about 0.3%, irrespective 
of whether hot or cold extraction was followed, while with pastes containing 
3-5 eggs, the amount soluble in cold water was the same as for water- 
noodles, but that soluble in hot water was 0.45-0.48%. 

In interpreting the results of analysis it should be remembered that 
fat may have been introduced in some form other than in eggs, and that 
the lecithin-phosphoric acid diminishes somewhat on long standing, 
although results obtained by Nochmann { indicate that the loss is slight 
when care is taken to avoid exposure to warm moist air. Allowance 
should also be made for the variation in composition of the eggs and 
flour. 

Of 22 brands of American noodles examined by Winton and Bailey,§ 
only 5 appeared to be made with eggs; the lecithin-phosphoric acid in 
these ranged from 0.036 to 0.058, and the ether extract from 1.83 to 2.33 
per cent, while in the other samples the lecithin-phosphoric ranged from 
0.015 to 0.032 and the ether extract from 0.28 to 2.50%. 

Adulteration of Pastes.—Rice, corn, and potato flours have been 
used in the preparation of the cheaper varieties of semolina, but rarely 
in this country. A more common form of adulteration is the substitution 
of water-noodles for egg-noodles, artificial colors being used to carry 
out the deception. Substitutions of this kind are detected by determina- 


* Forschber. Lebensm., 3, 1896, p. 47- 

{ Ann. fals., 7, p. 183. 

t Zeits. Unters. Nahr. Genussm., 25, 1913, Pp. 717. 

§ Conn. Agric. Exp. Sta. Rep., 1904, p. 138; Jour. Amer. Chem. Soc., 37, 1905, Pp. 137: 
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tions of lecithin-phosphoric acid and ether extract, supplemented by tests 
for artificial colors. 


ANALYSIS OF PASTES. 


Determination of Lecithin-phosphoric Acid.—Juckenack’s Method.* 
—Extract 30 grams of the finely ground material for 10 hours with abso- 
lute alcohol in a Soxhlet extractor at a temperature inside the extractor 
not below 55°-60° C. The extraction flask should be provided with a 
small quantity of pumice stone to prevent bumping during the boiling, and 
the extractor enclosed by asbestos paper, if the desired temperature is not 
readily maintained. After the extraction is completed, add 5 cc. of alco- 
holic solution of potash (prepared by dissolving 4o grams of phosphorus- 
free caustic potash in 1000 cc. alcohol), and distil off all the alcohol. 
Transfer the residue to a platinum dish by means of hot water, evaporate 
to dryness on a water bath, and char over asbestos. Treat the charred 
mass with dilute nitric acid, filter, and wash with water. Return the 
residue with the paper to the platinum dish, and burn to a white ash. 
Treat again with nitric acid, filter and wash, uniting the filtrates. De 
termine phosphoric acid by the usual method. 

Determination of Nitrogen Soluble in Hot and Cold Water.—Farcy 
Method.t—Heat 1o grams of the powdered sample and 150 cc. of water 
in a 200-cc. graduated flask in a boiling water-bath for 2 hours with 
occasional shaking, cool, make up to the mark, centrifuge, filter, and 
determine nitrogen in 50 cc. of the clear filtrate. Repeat the operation, 
digesting at room temperature. 

Precipitin Test for Eggs.—Arragon and Bornand{ proposed the 
antiserum method of detecting eggs or parts of eggs and Gothe § has de- 
veloped details for conducting the test. While the test is doubtless valuable 
in the hands of a trained serologist, the chemical methods seem more 
practicable for ordinary use. 

Detection of Artificial Colors in Pastes.—The following colors 
have been used in noodles and other pastes: turmeric, saffron, annatto, 
naphthol yellow (Martius yellow), naphthol yellow S, picric acid, aurantia, 
Victoria yellow, tartrazine, metanil yellow, azo yellow, gold yellow, and 
quinoline yellow. Of these naphthol yellow, picric acid, metanil yellow, 


* Zeits. Unters. Nahr. Genussm., 3, 1900, p. 13. 

t Loc. cit. 

{ Chem. Ztg., 37, 1913, p. 1345. 

§ Zeits. Unters. Nahr. Genussm., 30, 1915, p. 380. 
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and Victoria yellow are injurious to health, and their use is illegal in 
European countries as well as in the United States. Fortunately, they 
are rarely found in the products now on the market. 

The detection of artificial colors is complicated by the presence of the 
natural coloring matter of the flour and the lutein of eggs: These are 
conveniently extracted by ether, which does not remove the artificial 
colors, although most of them unmixed dissolve freely in this solvent. 

Juckenack’s Method.*—Thoroughly shake two portions of the finely 
ground material, each of about 10 grams, in test tubes with 15 cc. of 
ether and 15 cc. of 70% alcohol respectively, and allow to stand 12 hours. 

(a) If the ether remains uncolored or only slightly tinted and the 
material below it remains yellow, while the alcohol is distinctly colored 
and the material is decolorized, a foreign dye is indicated. 

(b) If both ether and alcohol are colored, either (1) lutein (egg color) 
alone, or (2) this with a foreign dye is present. 

1. Treat a portion of the ether solution with dilute nitrous acid, 
according to Weyl. If the ether is not completely decolorized, a foreign 
dye is present. 

2. If the deposit of material below the alcohol is decolorized, while 
that below the ether is colored, tests should be made for foreign dyes as 
follows: Shake the portion previously treated with ether with three or 
more fresh portions of the same solvent, until no more color is extracted, 
and then shake the residue with 70% alcohol and allow to stand 12 hours. 
After filtering, concentrate the solution slightly, acidify with hydrochloric 
acid, boil with sensitized wool, and identify the color in the usual manner 
(Chapter XVII). 

Schlegel’s Method.{—Extract too grams of the finely powdered material 
with ether in a continuous extraction apparatus, and shake the residue 
at frequent intervals for half a day with a mixture of 140 cc. of alcohol, 
5 cc. of ammonia, and 105 cc. water. Filter, evaporate to remove alcohol 
and ammonia, acidify slightly with hydrochloric acid, and again filter. 
Boil the filtrate with sensitized wool, and identify the color on the dyed 
fiber by the usual tests (Chapter XVII). 

Fresenius Method.t{—Extract 20 to 40 grams of the powdered material 
with ether in a continuous extraction apparatus. Dry the residue to 
remove ether, shake for 15 minutes with 120 cc. of 60% acetone, and 


* Zeits. Unters. Nahr. Genussm, 3, 1900, Pp. I. 
+ Untersuchungsanstalt, Niirnberg, Ber., 1906, p. 24 
t Zeits, Unters. Nahr. Genussm., 13, 1907, p. 132. 
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allow to stand 12 to 24 hours. Filter, evaporate, until the acetone is 
removed, and divide into two portions, a larger and a smaller. To the 
larger portion add sufficient acetic acid to dissolve flocks, and boil with 
sensitized wool. Remove natural coloring matter from the wool by 
boiling in dilute acetic acid. If after this treatment the wool is dyed, 
the presence of a foreign color is indicated, which may be identified by 
the usual tests. 

To the smaller portion of the aqueous solution, obtained after removal 
of the acetone as above described, add an equal volume of alcohol, heat 
to dissolve flocks, divide into four portions, and apply special tests to 
three of these, reserving the fourth for comparison. The natural color 
of the flour is decolorized by hydrochloric acid, intensified by ammonia, 
but .not affected by stannous chloride, even on heating. Saffron reacts 
in a similar manner, but is only slightly bleached by the acid, and is not 
affected by the other two reagents. 

Piutti and Bentivoglio Method.*—This method is especially designed 
to detect the four colors forbidden by Italian law, and to distinguish these 
from naphthol yellow S. 

Add 50 grams of the paste to 500 cc. of boiling water, made alkaline 
with 2 cc. of concentrated ammonia water, add 60 to 70 cc. of alcohol, and 
continue the boiling 4o minutes. After filtering, acidify the liquid with 
2 to 3 cc. of dilute hydrochloric acid and boil with 5 to 6 strands of sensi- 
tized wool, each strand weighing about o.5 gram. Wash the wool, 
dissolve the color in dilute ammonia, and repeat the dyeing. After 
dissolving a second time in ammonia, evaporate the solution of the dye 
to dryness, avoiding as far as possible the formation of a skin, and take 
up the residue in water. If a skin has formed, filter and test the insoluble 
matter for metanil yellow with dilute hydrochloric acid, and for picric 
acid with ammonium sulphide. 

To 1 cc. of the filtrate add stannous chloride solution and a little 
sodium hydroxide, or preferably sodium ethylate. If no red color forms, 
nitro-colors are absent; if, also, in another portion dilute hydrochloric 
acid produces no violet color, thus showing the absence of metanil yellow, 
no further test is necessary. In the presence of these colors, acidify the 
remainder of the solution with acetic acid, shake violently with carbon 
tetrachloride, and identify the color according to the following scheme: 

A, Color dissolves in carbon tetrachloride to colorless solution. 
Extract with very dilute ammonia, concentrate and divide into two parts. 


* Gaz. chim. ital. 36, II, 1906, p. 385. 
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1. Acidify with hydrochloric acid, and add 1 to 2 drops of stannous 
chloride and ammonia in excess. A rose colored solution and precipi- 


tate form.. ee eee Le ee. Naphthol yellow. 
2. Acidify slightly with hydrochloric acid, add a little zinc dust and 
stir. < Solution becomes rose-violet. .:..........--...0-- Victoria yellow. 


B. Color is insoluble in carbon tetrachloride. Evaporate to dryness 
on water-bath, take up in water and divide into three parts. 

1. Hydrochloric acid produces a violet coloration.....Metanil yellow. 

2. Ammonium sulphide produces a red brown coloration. 

Picric acid. 

3. Stir on a water-bath with zinc dust and ammonia, filter, treat with 
zinc dust and hydrochloric acid and again filter. (a) Potassium hydroxide 
produces a yellow coloration, and (0) ferric chloride an orange coloration. 

Naphthol yellow S. 

Schmitz- Dumont Test for Tropeolins.*—Moisten a small portion of 
the material with a few drops of dilute hydrochloric acid. The formation 
of a reddish or bluish color shows the presence of an azo color or some 
other coal-tar color. 

Martini Test for Saffron.tj—Tveat 50 grams of the finely powdered 
material in the cold for 24 hours with 100 cc. of 70% alcohol, shaking 
occasionally, or reflux for 15 minutes. Filter the extract, concentrate to 
a paste on the water-bath, and extract the residue with ether, thus re- 
moving interfering colors. Heat the residue on the water-bath until 
all ether is removed, then add 98% alcohol and continue the heating 
thus gradually dissolving the saffron color. Filter the alcoholic solution, 
evaporate on the water-bath, and test the residue which in the presence 
of saffron takes on a blue color changing to violet, green, and brown with 
concentrated sulphuric acid and a transient green color with concentrated 
nitric acids. 

Test for Turmeric.—Extract the color from the ground material by 
alcohol and identify by the boric acid test (Chapter XVII). 


CEREAL BREAKFAST FOODS. 


The large number and variety of these preparations now on the market 
testify to the fact that breakfast cereals form a most important, as well 
as considerable, portion of our food supply. These foods are generally 
prepared from wheat, oats, corn, and rice, and are, as a rule, remarkably 


* Zeits. 6ff. Chem., 8, 1902, p. 424. 
{ Bol. chim. farm., 52, p. 37- 
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pure and free from adulteration, though the food value of different varieties 
is often grossly misstated by their manufacturers. Formerly the break- 
fast food consisted entirely of the coarsely ground, generally decorticated, 
raw cereal grain, and required a long period of cooking to prepare it for 
use. At present many of the oat products, and to some extent also those 
of corn, rice, and wheat, are subjected to a more or less preliminary cook- 
ing and drying, whereby they are capable of being prepared for use in 
a much shorter time, and their keeping qualities are enhanced. The 
so-called rolled oats are prepared by softening the grains through steam- 
ing, after which they are crushed between rollers and afterwards dried. 
The steaming process is a typical one for various other cereals, though 
in some cases the heating consists in baking or kiln drying. 

The effect of the preliminary cooking on the finished product varies 
somewhat according to whether dry or moist heat has been applied, and 
is chiefly noticeable in the altered character of the carbohydrates. In 
all cases the starch is rendered more soluble, whether by the conversion of 
a portion into dextrin and dextrose, or by a simple breaking down 
of the starch grains, as in the case of bread in baking. 

In spite of the seemingly endless variety of the package cereals, they 
divide themselves as a matter of fact into a very few well-defined classes, 
the members of which differ but little from each other except in name. 

First there are the raw cereal grains of the oat, wheat, and corn, pre- 
pared by simple crushing to various degrees of fineness, after decorticating; 
next comes the classes of partially cooked preparations of each of these 
grains, appearing in various forms of “ flakes,” “granules,” “ puffs,” 
etc., and again a class known as malted cereals, in which the moist, ground 
grain is mixed with malted barley, and, by controlling the temperature, 
a portion of the starch is converted to maltose and dextrin, after which 
the mixture is crushed between hot rollers and dried. 

In the preparation of most of the corn breakfast products, such as 
samp and hominy, it is customary to remove the germ, which contains 
the oil and fat, lest the tendency of the latter to become rancid should 
result in the deterioration of the food. In wheat foods the germ is less 
often removed, and rarely, if ever, in oat preparations. The amount 
of fat found in the prepared cereal food as compared with that in the 
whole grain is of interest in this connection. 

Composition of Some of the Common Breakfast Cereals.—The analyses 
below by Baird * will serve to typify the various classes of these prepara- 


* N. Dak. Agric. Exp. Sta., Spec. Bul. Food Dept., 3, 1915, p. 395. 
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ca 


tions as they appear on the market. Where more than one sample was 
analyzed the samples were of different brands of the same or different 
manufacturers: 


AVERAGE COMPOSITION OF BREAKFAST FOODS (BAIRD). 


| | 
No. of : |Nitrogen| Fuel 
INL ? Protein : | | Val 
me Water.| 7 X6.25| Fiber. gp Fat. | Ash. pee Lb. 
| | Cal. 
Wheat Products: | 
LSE gen ie eae ee 3 8.10 | 11.98 | 0.22 | 78.01 | I-12 | 0.58 | 1719 
Rolled Wheat ssn j.cinc. I S507) 13 20a 2220) 072.04) | 1.78 | 1.59 | 1562 
Shredded Wheat.......... I 6.30 | 10.33 | 1.91 | 78.44 | 1.40 | 1.62 | 1709 
iilaked /Wiheatse co-..- >. s--. I 6235 | 21-56 [1.45 | 76.32") 1.17 12.65 Tess 
Peiiteds Wheat ese secccict-s I 6.99 | 13.50 | 2.12 | 73.93 | 2.06 | r.40.| 1712 
Cat Products: | | 
ING aN @ hy eS ee es eee 6 | 6.55 | 15.36 | 1.38 | 68.34 | 6.49 | 1,88 1832 
Corn (Maize) Products: | 
LEIOTHEN po ean i as 9.48 | 8.19 | 0.41 | 80.97 | 0.56 | 0.39 | 1683 
EOrnUENAK CS ose eis css da HO eal ic) 42 / 7.72 | 0.38 | 83.47 | 0.25 | 2.76 | 1692 
NG OTAMENTS freee oc rues one 3. Ge O33 MOUs 1 OO0MLS2e 77a lNOnaTalFOncoMmer 728 
Miscellaneous: | 
OUCEM eee tae eilee else see I 6.17 | 81 | o.9t | 80.61 | 1.43 | 3.07 | 1705 
Grape Nate eee... ta sae Ss I 2.59 | 12.50 | 63 | 80.66 | 0.82 | 1.80 | 1769 


The methods of analysis employed for these preparations are the 
same as for ordinary cereals (p. 285), the sample being ground fine enough 
to pass through a 1-mm. sieve. 


PREPARED FOOD FOR INFANTS AND INVALIDS. 


In dealing with the composition and analysis of this class of proprie- 
tary foods more than ordinary care is necessary, in view of the fact that 
one or another of these preparations is frequently prescribed for the 
exclusive diet of those whose very life may depend on the character and 
suitability of the food to the case in hand. Many of these foods do, as 
a matter of fact, honestly fulfil the claims of their manufacturers, but 
others fall far short of so doing, so that it is hardly safe to use them unless 
some intelligent idea of their composition can be gained. It is not, as 
a rule, within the province of the analyst to furnish an opinion regarding 
the adaptability of a certain food to the requirements of an infant or 
invalid, but rather to provide the necessary data whereon such an opinion 
may be intelligently based. 
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A simple statement of moisture, fat, protein, carbohydrates (by dif- 
ference), and ash, which in the case of ordinary foods would often be 
sufficient, would be obviously inadequate in expressing the analysis of 
an infant food, since it is of much more vital importance than in other 
foods to know the solubility of the food itself, and, to as great an extent 
as possible, the character of the carbohydrates. 

The chief ingredients of many of these preparations are wheat or 
mixed cereals high in starch. Many of the foods are, according to the 
directions, to be used practically without cooking, but by simply mixing 
with milk or water, and, in some cases, bringing to the boiling-point. 
Hence the degree of conversion which the raw starch has undergone in 
the process of manufacture of the food should, if possible, be ascertained 
as a prime factor in judging of its character and adaptability to the needs 
of the young child and of the sick. Incidentally it should be said that 
few if any of the infant foods, even those whose high character has long 
been established by continued trial, conform very closely to the composi- 
tion of woman’s milk, which was long accepted as the true standard on 
which to base their efficiency. Hence it is no easy task to pass judgment 
on a particular food from its chemical composition alone without trial, 
nor is it right to unqualifiedly condemn in all cases food high in insoluble 
carbohydrates, since there are undoubtedly many instances in which 
such foods are successfully used. 

Preparations—The soluble farinaceous foods are usually prepared 
somewhat as follows: A mixture of ground wheat and barley malt (with 
sometimes a little wheat bran) is mixed with water to form a paste, and 
a little bicarbonate of potash -dded. The mixture is heated at 65° C. for 
sufficient time to convert the starch, after which it is exhausted with warm 
water, the extract being strained, and the filtrate evaporated to dryness 
to form the food. The sugars of such foods consist largely of maltose 
mixed with dextrin. 

The farinaceous foods, which depend for the conversion of their starch 
on the method of cooking or heating before serving, are usually mixtures 
of wheat or other cereal flour with malt or pancreatic extract. 

The milk foods are variously prepared, either by the simple desicca- 
tion of cow’s milk (usually previously skimmed), or, when whole milk 
is used, by mingling the desiccated milk with sugars or baked cereal 
flour. Sometimes desiccated milk is used in mixture with a dried extract 
of malted cereals. In fact all sorts of mixtures are found on the market, 
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involving, however, in nearly all cases, oae modification or another of 
the above general processes of preparation. 

Composition.—Few complete analyses of these classes of foods have 
recently been made. Among the best are those of McGill,* from whose 


work the following figures have been selected, illustrating typical examples 
of foods on the market. 


Num- Pro- | Total Cold | starch 


ber of tein | Car- etc. by Kind 

Nee Water. NSGIbonve Ue Differ: Fat Ash, a fo) . 

yses. 6.25. |drates.|~**T4*! ence. tarch. 
Robinson’s Patent Barley.... 7 9.8 7:0 | 8146 4.9* | 76.9*| 0.9 | 0.7 | Barley 
Ridge’s Patent Food........ 2 9 6 T2700 3-9T | 74.7T| 0.8 | 0.4 | Wheat 
Mellin’s Infant Food........ I 30 108) 82.89 87-4 atone 0.r | 3.3 |None 
Gristie’s POO, joes e's cacom aes 4 5 8 OFS Ssu2 3524". | 40,071 sue 1.0 | Wheat 
Benger's! Food .ic.. cece aes I 8.0 SEG 1) “reer ely at ete) 67.3 0.3 | 0.9 | Wheat 
Allenbury’s Malted Food.... 2 33 LOM Leo su Le) Loe site eOSm7il Og) | Onsm all Wiheat: 
Horlick’s Malted Milk...... 6 Bye it iMate) || 7foInoy |) porate ihe Sua 8.0 | 3.2 |None 
INestiéis' Mood cs 6 ocr. ceca nes 10 Ir.9 EIS eS On 2s Od sO) le 5 rset sies I.I | Wheat 
Allenbury’s Milk Food No. r I 2.7 TOT |PO5 OM NOOns Series Nesese lNone 
Allenbury’s Milk Food No. 2. 4 3 7 9.5 | 68.4 | 68.5* o.8f]) 15.6 2.8 |None 
Lactated) Rood), i ss.ecesie eh: 4 le? VESIPSsnO |eeiuo™ | 53007|lon2 I.2 | Wheat 
Wampole’s Milk Food....-. I 5.2 F257) 272.0) 70.0 eae 7.9 | 2.2 |None 
Eskay’s Albuminized Food... 2 2.6 6.6 | 87.9 | 52.8f | 35.2T| 1.4] 1.5 | Arrowroot 


* Two analyses. 7 One Analysis, 


Street ¢ in 1907-1908 analyzed single samples found on sale in Con- 
necticut, representing most of the products since analyzed by McGill, 
‘but those included in the following table were not apparently found on 
sale in Canada in 1914. The figures for water extract and starch (direct 
determination) are not strictly comparable with those for cold water 
extract, starch, etc. (by difference) as obtained by McGill. 


: Reduc- 
Nitro-|"*: 
Pro- gen- eae, Water Kind 
Water.) t&!2 | Fiber.| free at | Starch| Ex- | Fat. | Ash. |_ of 
N Xx Ex- Ge tract, Starch. 
6,25. RAGE Dex- 
trose 
Imperial Granum......... 59 Tse o.1 80.1 74.0 Rise || toler! 0.5 |Wheat 
Borden’ Malted Milk... SA es 4a Ont cpiaa) || ewpoe! 0.6 | 88.4 |] 6.1 3.2 |None 
Carnrick’s Soluble Food. . Balt WIZ) I Ok 81.0 | 18.8 | 16.2 | 48.9 Tat 2.0 
Carnrick’s Lacto-preparata| 2.5 Ti ie, 180)s9) | SL a4 2 Siilncy Onze ains 2.9 


Diabetic Foods.—Gluten flour and similar preparations are primarily 
intended for the use of diabetics, from whose dietary carbohydrates must 


be excluded. 


__ Sh 2 ee ae 


* Canadian Dept. of Inland Rev., Bul. 278, 1914. 
t Conn. Agric. Exp. Sta. Rep., 1907-8, p. 599. 
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The following analyses of commercial gluten preparations were made 
by Woods and Merrill.* 


Protein. Rat. ere Ash. 
<< Cookedselutenvyarisewaie sie eisai ees ise 16.88 | 3-86 76.80 2.46 
Whole-wheat gluten ..5.......----------- 17-89 5.20 73-85 3-06 
CC(GHITINS 6 Samco aaunooeo AD OOBOOURUCUOUe eat 0.99 82.52 I.17 
Breakfast cereal gluten 43-70 1.60 44.40 0.70 
iDiena falueaiiOWte 5 GoGooboaodeae 53-60 I.20 34.50 0.60 
Self-raising flour ........-csccecesececee- 31.50 I.40 53-20 3-80 


Many brands of gluten flour are put on the market by dealers in so- 
called “‘ health foods,’ and in many cases are represented to be practically 
free from starch. Thirteen samples of gluten flour were analyzed by 
the author in 1899, varying in price from 11 to 50 cents per pound. Of 
these, 3, the product of one manufacturer, contained less than 1% of 
starch, 3 contained from 10 to 20%, while 7 contained from 56 to 70% 
of starch, the substance which, of all others, the diabetic patient tries 
to avoid. Some of these preparations were little more than whole-wheat 
flour. An analysis of one of them, known as ‘ Pure Vegetable Gluten,” 
and sold for 50 cents per pound, and of two similar diabetic flours re- 
ported by Winton, follows: ‘ 


‘Pure Vegetable “ Diabetic “* Diabetic 
Gluten.” Food.” Flour.”’ 
Moistureis-..2 >=: 10.78 12.67 9-26 
I AGLh'. SPeRAan ore te is 8 2.20 0.43 1.30 
tS Se 0, CERAM I BE, 225 0.90 eet 
Protein tices. ceee es races 11237 1Ac25 
Crude Fibeui ar. ees eee ee 0.25 1.03 
DUPATSE eases I.70 
Dextrin tere. ee ane 2255 pe 66.63 
Stench cde steer 56.55 
Undetermined. ......... S272 2.87 5.32 
TOO -.CO 100 .0O 100 .00 


Analyses of other preparations have been reported by Street + and 
McGill.f 


* Maine Exp. Sta. Buls. 55 and 7s. 
t Conn. Agric. Exp. Sta. Rep., 1912, p. 107. 
f Lab. Inl. Rev. Dept. Canada, Bul. 354, 1916. 


CEREALS, VEGETABLES, FRUITS, AND NUTS. 375 


Winton has reported the following analyses of flours and meals well 
suited for the preparation of diabetic biscuit, and of the biscuit made 
from two of these by a cook in the family of a diabetic patient: 


: ® 48 

2s 5 & bo 

g soe tbr ag 

E gx | 'e | 8: re 

S el Si & | O 

Cito Hour. { in original]. 52.-- 10.12] 0.22 | 85.38] 0.03 | 3-69] 0.56) 4.46 
Cale. water-free...|.....- 0.24 | 95-00] 0.03 | 4.11] 0.62] 4.96 
(ieien pecaite inyorieinal<e=3- ARO) OAS p Gos@hal) Coste) Sartell MSV aoe 
Calc. water-free...|-....- Beto) (LOS. 4 HIMOL SOs =27|N2aesOle aera 

Soja bean meal .. Invoriginal.. 222).-= 7-75| 4-38 | 39-87] 3-85 | 25.09] 19.06] 8.95 
Calc. water-free...|.....- Aa7 5 | ABs 22 AaL 7, \n2720) 20200) 105.70 
Soja bean biscuit imporiginalle emer. PANO) GaSe |) Ost), G5 | Bane, SSaOWl-cooa5 
Calc. water-free...|....-- Feo Va\e23500 mod a et7 a7) Sifu O04 | ere 
Sey ae Invorisinal: 2-27 - = MOSS" | Ga. 1) ARSHOl sos eselloondse 0.50] none 
Calc. water-free...)...... 21725 |RO5xOS) oe ee ler ee 0.56} none 

A ae ingoriginalye cies. - Sagi! Oar | FOO, Sas |) UGSOO) see) Goats 
jeGale= water-irees.-|\-----.- PO || BG.32) Bova || w7/oAG) Wy ser|| 78s 


In the analysis of diabetic foods, the determination of starch, sugar 
and dextrin together is of greater value than of starch alone, since all 
three classes of carbohydrates are about equally injurious to diabetics, 
the starch and dextrins being converted into sugars by the digestive 
fluids. The nitrogen-free extract of cereal preparations corresponds 
closely with the sum of the starch, sugar and dextrin, but in the case 
of soja bean meal, almond meal and other products of legumes and oil 
seeds, as well as vegetables, it is considerably greater, as it includes 
pentosans and other substances, 


METHODS OF ANALYSIS. 


Preparation of the Sample.—Grind sufficiently fine in a mortar or 


mill to pass through a 1-mm. sieve. 

Determination of Water, Protein, and Ash.—Follow the regular methods 
for cereal products (pages 285-287). 

Determination of Fat.—Owing to the presence of gelatinized starch, 
sugars, and similar incrusting constituents direct ether extraction is usually 


not admissable. Proceed as with bread, page 343. 
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Separation of the Carbohydrates can be effected by Stone’s method 
(pages 304, 305), but a very satisfactory idea of the solubility of these 
foods, which is of chief importance, can be gained by the determination 
of the cold water extract and reducing sugars. 

Determination of Starch, Sugar, and Dextrin.—Determine together 
in diabetic preparations by the diastase method (page 292) omitting the 
preliminary washing with dilute alcohol. The results thus obtained with 
cereal products agree fairly well with the nitrogen-free extract calculated 
by difference in the usual manner, but this is not true of meal or biscuit 
made from soy beans, almonds, etc. 

Determination of Cold-water Extract.—McGill Method.*—Weigh the 
equivalent of 10 grams of the moisture-free substance, finely ground, 
into a tared flask, and add water in several portions with gentle shaking 
till the contents of the flask weigh 110 grams. Cork the flask, then vig- 
orously shake at intervals during 6 or 8 hours and allow to stand over 
night. Decant the supernatant liquid into the large tubes of a centrifuge 
and whirl till the sediment settles out. Filter the comparatively clear 
liquid, transfer 20 cc. of the filtrate, corresponding to 2 grams of the 
original sample, to a tared dish, evaporate to dryness and dry to constant 
weight, as in the determination of the total solids. ; 

Additional information may be gained from the specific gravity of 
the 10% solution of the cold-water extract, best obtained by means of a 
pycnometer, 

Determination of Reducing Sugars.—Determine in an aliquot part 
of the above 10% solution, diluted to proper strength. 

Effects of Subsequent Heating.—It is hardly fair in the case of those 
farinaceous foods which, according to directions, are to be subsequently 
subjected to heating, or boiling with water or milk, to condemn them as 
containing much insoluble matter, without comparing the figures express- 
ing results of the analyses of the raw foods, calculated to the water-free 
basis, with those obtained on analyzing the food after boiling or otherwise 
cooking with pure distilled water, for a length of time specified in the 
directions, and afterwards drying. It is possible that the presence in 
the food of diastase, or other ferment, may be depended on to hydrolyze 
a whole or a portion of the starch, and only by such comparison will this 
be shown. 


* Lab. Inl. Rev. Dept. Canada, Bul. 59, 1898. 
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Microscopical Examination of the food is of value in determining 
its general character, showing especially whether or not starch is present 
in its original form, or has been converted in whole or in part. The par- 
ticular varieties of cereal grain employed are generally evident, as well 
as the presence and proportion of the different tissues of the grain. 


CHAPTER PX: 


TEA, COFFEE, AND~ COCOA. 


TEA. 


Nature and Classification.—Tea consists of the prepared leaves or 
leaf buds of Camellia Thea also known as Thea chinensis. 

The best teas are made from young leaves only, the Chinese teas. 
being classified with reference to the age and position of the leaf on the 
young shoot. Thus, the very choicest Chinese tea, rarely found outside 
of China, is prepared from the youngest or end leaves of the shoot, which 
are scarcely more than buds, and form the tea known as pekoe tip, or 
flowery pekoe. The next leaves are the orange pekoe and pekoe, which 
produce a very high grade of tea, while next in order as to age, size, and 
grade of leaf are the souchong rst and 2d, and the congou, producing 
teas called by the same names. 

More than 50% of the tea consumed in the United States comes from 
China, and over 40% from Japan, the remainder being derived largely 
from India, Ceylon, and other East Indian ports. 

In the manufacture of tea the fresh leaves, which are nearly 80% water, 
are rolled, withered by exposure to light, heat, and air, and finally dried 
or “fired” by treatment with artificial heat over charcoal fires, or in. 
properly constructed furnaces. 

Teas are divided into two groups, black and green, which differ from 
each other, not as formerly supposed in being derived from different plants, 
but in their process of manufacture, the same species of plant furnishing 
both varieties. Genuine green tea is prepared by first steaming and 
afterwards drying the leaves while still fresh, thus retaining the bright 
color. Black tea is allowed to undergo oxidation or fermentation by 
exposure to the sun, which gradually turns the leaves black. Less tannin 
is present in black tea than in green. 
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Composition of Tea.—Konig gives the following composition of fully 
developed tea leaves, being the mean of 50 to 70 analyses: 


| 
Nitroge- | -., Fat,Chlo-| Gum ioe’ 
Water. nous Sub-| Theine. | Essential roohyi, | Dextrin,| Tannin, | P Oooo Were eg thane 
| stances. - and Wax. etc. | Cue TSS 
i en eas i... 2) 
Os5til) 24.50 | 3-58 | 0.68 6.39 6.44 15-65 | HOCH || Te) |] BOs 


Though the nitrogenous substances of tea predominate in amount 
over any other class of constituents, yet, with the exception of theine or 


iN . 


Fra. 72.—d, Flowery Pekoe; 6, Orange Pekoe; ¢, Pekoe; d, Souchong, 1st ; e, Souchong, 2d; 
j, Congou; a, b (when mixed together), Pekoe; a, b, ¢, d, e (when mixed together), Pekoe 
Souchong. If there be another leaf below f, it is termed Bohea. At base of leaves 
are buds 1, 2, 3, 4, from which new shoots spring. (After Money.) 


caffeine, they have been little studied. Theine, tannin, and essential 


oil give to the infusion of tea its chief characteristics. 
Zollinski* gives the following summarized results of analyses of a 


number of the cheaper grades of Chinese black tea: 


eee ee ee ee 


* Zeits. anal. Chem., 1898, 37, 365; 
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aw eee Meee Soluble | Insobhibl 

ota. oid an rotein, . oluble nsoluble 

Nitrogen.| Amido- | NX 6.25. Theine. Ash. Ash. Ash. 
nitrogen. 


Water. 


Maximum. .--|) 2L.57.|| 4202 3-78 23.83 | 2-06 6.78 Ruiz || Chi -Oz 
Minimum ....} 9-96] 3-76 Bach) 25-00) eter: 4-79 Aeveiies || lypyiet 
Average.....- r0-52.| 53-03 3-52 22.01 | 1-55 5-94 29-67 |. 59-75 


A very complete series of analyses of tea was made by Joseph F. Geiss- 
ler in 1884,* from which the following summaries are taken: 


oy ; fe Ba || 2 3 
shi 2 | 28) 914. | a |e] oo bee lames 
ga | 3 |4u | Se] od |_8 | & | Sa | ea fea |e 
go (os (| Bee ge 1 | ae cet ee 
Indian: Maximum. . 6 | 6.19:39-66]45 -64'53-07/18-86] 3.3 | 5-79 3-68) 2.22] .296 
Minimum.-| .. | 5.56,37-80.41.32/48.53,13-04] 1-8 | 5.42) 3.24! 1:93] -137 
Average. ...-| 25 | $-81/38.-77142-04150 241A 07/0227 1 5 O2;ea hoon oan 
Oolong: Maximum..| 13 | 6.88/44.02/48.87/53-15/20.07| 3.50] 6.11| 3.71) 3-17] .838 
Minimum..| .. | 5.09/34-10/40.6 |44.8 |11.93] 1-15] 5-44] 2.60) 1.84) .266 
Average...) © |>5-80|37-09/43=32150-711 10-38) 2-321 5-O0|) 352) \2s00|mesoy! 
Congou: Maximum..| 11 | 9-15/32-14/37-06/63.85|13.89] 2.87, 6.48] 3.52] 3.86/1.31 
Minimum..| .. | 7.65/23-48|27-48|/54-5 | 8-44] 1-70) 5.52] 2.28] I-90] .32 
Averages.--| 22 |) S37|20-40184 53515 72) 205402371) 5-753 4O0| 2a0olmeaas 


Kenrick f gives the following averages of a series of analyses of tea 
made by him in 1891: 


Substances Extracted S 
y 10 Minutes’ ‘d 
Infusion. ; a a) 

wa a a $ 8 
Tigh sear {2s | 4 
payee es Oe gee ee eee ee | ae ee 
Pacem ace ele le 
BO rea) | ee 
Gongoutedmececset se TO 23237! 5.18) 2265 |) 7200N 3 =s55uieeecSulesosmlmqmint 
INSSaNUmLed seam tiers erere sisters 3 i) 38253] | 7240] 2208 se 7551) 3-60) 2-20 ag eoqa oe on 
Wevlonstedir. eee eee 2) 27245) 7235\2508) | O30 53. c4s einogmms 2olleaeng 
Unclassed black........ 13) | 2370) 5-40) 2-82) 62545) 3.53) 2.37 ic G0) aan 
[EOIN o a See de deBooHSES 18, || 30-07 (9-38|52245) \'4-col e302) 2a 7cNlOsarElla sao 
(Gunpowder s-seioese ae 2 28255||) S- 0012-36 4-72.63" 30lese7 Onl OO mans 
YOUN SyEhy SON treresie seer 5 34-22] «10-08 72525155 -40))| 93-83 1) 2 nCu ims eognl aera 


The ash of many genuine teas has been examined by Battershal t 
with the following results: 


* Am. Grocer, Oct. 23, 1884. 
t Canada Inland Rev. Dep. Bul. 24. 
t Food Adulteration and its Detection. 


TEA, COFFEE, AND COCOA. 381 
ee ee ee 


A Oolong. Scent 
fae Je Japan. Black Tea. 
pliotalwasheseine cecics skeet cn Sec ve eae wn 6.0 Se 
S Olu eninewatergenctey. coi s coe hot hot ae eo ce 3 ver Bs 2 ef 8 
ETECEM LESOLUD Ie warsrelatelcleicie faiaicicie eesj een ciena-s - 57-00 64-55 11.11 
COMPOSITION. 
SHIISE 5 vagariop ao go CdS bbb Gane SCOUSH TOO enee II.30 9-30 27.7 
Witlonimeuenterterera sec oe eis nie ce oie Scie se sina ees 633 1.60 ° ‘3 
ISGUASIN teretafelale clevelelen srevsie aia cicisis sia: sisie in vere ecer= 37-40 41.63 
OC aero a te tecteeeie ale erie iorein one ainieisce Bho wao PKS) Toa 
Henn CORI Ce Teper soiree oceanic sicis Se wice aces e/a 1.80 I-12 
PIMA aera sina ice ce et ce ek oc csc eess cece este) 4-26 t 16.00 
Mian SamicwOxide ams sa cisiclja\aiajs'o Scien ence 210. 2.10 1.30 
Lime .-.....--2-225-2-2 eee eee e eee e eee eees 9-43 8.18 19.66 
INMaeMe SIA wet tes sieve ierelorcietsini store a's «cielo isicie Sis sisiee 8.00 Boe II.20 
HBOS OMIEVACIC re rei 3!s sie'2.0 1c /e1eia(e s/s|2.0/2.<12)s)sicie-sie T2527 16.62 15.80 
SLUNG CLG error cis icis ate aicle cicibintcie's aieiciaw sc 4-18 3-64 I.10 
Sal OUR CHACIC tegaye cera ini-(atereoie siai= «lais\siaieinia’e wieree.« 5-40 5-90 6.70 
100.00 100.00 99.00 


Kozai * gives the following as the results of analyses made by him of 
Japanese teas: 


Unprepared Green Black 
Leaves. Tea. Tea. 

Walreine OT eines... sein <1 cece els =>- = 3-30 3-20 3.30 
BUS? Grae: Sen go Dood ae cOO ROOM ECO EOGE 6.49 B52 5-82 
Hot-water extract .........-2--00-+-+---00---- 50-97 53-74 47-23 
Tannin (as gallotannic acid) .....-.---....-.-- 12.91 10.64 4.89 
Other aitrogen-free extract <.-......---------- 27-86 31-43 BSE30 
(riide PLOlelM elas 22 oes ciesis - wiei-mive oie ce vcice = 378s 37-43 38.90 
Grudediberns sme sa. sos - <n esc cc cisico ccs 10-44 10.06 10.07 
ASH 22222222 once eee c ence o 2 eee e cece ce ncces> 4-97 4-92 93 
Albuminoid nitrogen....--.--.- Breletsisisiciercieieisici= 4-11 3-94 J haieint 
Gaflleine Nitrogen. ...-....cce-+--seeccesere =~ 0.96 0.93 0.96 
Amido-nitrogen -..-..------------se-+s-e---- 0.91 Vieni) TrO 
AIO LAL MATEO PEM eis lolelelelale\o\e\-I-)~/2\~ ciwielnls */elei=1>'~ °° 5-97 5-99 6.22 


Se wn nn aaa ee ees 


PROXIMATE COMPONENTS AND ANALYTICAL METHODS. 


Preparation of Sample.—Grind the material so as to pass a sieve 


with holes o.5 mm. in diameter. 

Moisture, Ether Extract, and Crude Fiber are determined in the 
same weighed portion of 2 grams, by methods described under cereals (p. 
28s). Acidity determination by hydrogen electrode is described on p. 1035. 


* Bul. 7, Imperial College of Agriculture, Japan. 
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Determination of Protein.—Determine total nitrogen by the Kjeldahl 
or Gunning method; from this subtract the nitrogen due to caffeine 
(obtained by dividing by 3.464) and multiply the difference by 6.25. 

Determination of Total Ash.—Burn 2 grams of the material to a 
white ash in a platinum dish ata faint red heat. The total ash of pure 
tea should not be less than 4 nor more than 7%. 

Determination of Soluble and Insoluble Ash.—Transfer the total 
ash, as obtained above, to a beaker with 50 cc. of hot water, boil, collect 
the insoluble ash on a Gooch crucible, wash with hot water, dry below 
redness, and weigh. To obtain the soluble ash subtract the insoluble 
from the total ash. 

Determination of Ash Insoluble in Acid.—Proceed as in the deter- 
mination of water-insoluble ash, using, however, 25 cc. of 10% hydro- 
chloric acid instead of water for the boiling. 

Determination of Alkalinity of Ash.*—This is expressed in terms of 
cc. of tenth-normal acid required for the ash of r gram of sample. 

Soluble Ash.—Cool the filtrate from the determination of insoluble 
ash, as described above, and titrate with tenth-normal hydrochloric acid, 
using methyl orange as an indicator. 

Insoluble Ash.—Add excess of tenth-normal hydrochloric acid (usually 
to to 15 cc.) to the ignited insoluble ash as obtained above in the platinum 
dish, heat to the point of boiling over an asbestos plate, cool, and titrate 
excess of hydrochloric acid with tenth-normal sodium hydroxide, using 
methyl orange as an indicator. 

Determination of Essential Oils.—Distil too grams of the tea with 
800 cc. of water, and shake out the distillate with several portions 
of ether. The residue from the combined ether extracts contains the 
volatile oil. 

Determination of Insoluble Leaf.—Winton, Ogden, and. Mitchell 
Method.t—Boil 2 grams of the unground tea for 30 minutes with 200 cc. 
of water, taking care to so adjust the flame as to avoid appreciable con- 
centration. Collect the insoluble leaf on a tared filter, dry on a watch 
glass until no moisture is apparent, then transfer to the weighing bottle 
and complete the drying in a boiling water-oven. If the amount of 
insoluble leaf is above 60%, the presence of spent or exhausted leaves 
may be suspected. 


~< 


*U.S. Dept. of Agric., Bur. of Chem., Bul. 107 (rev.), p. 69. 
7 Conn. Exp. Sta. Ann, Rep., 1898, p. 132. 
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Doolittle and Woodruff * boil for 1 hour, but in other respects follow 
the above method. 

Determination of Extract.—By this term is meant the total amount 
of water-soluble matter in tea, including such compounds as tannin, 
caffeine, albuminous matter, dextrin, gum, certain parts of the ash, etc. 

The value of a tea from a food standpoint depends obviously upon 
the character and amount of the extract, rather than on the composition 
of the dry tea. The relative composition of the extract and of the in- 
‘soluble leaf, as found by Eder, is given in the following table: 


| Insoluble 
Extract. West 


eat. 


Per Cent. Per Cent. 


DP) iyamattermeeme coe ee cote ete el 40. 60. 
Nitrogenous substances ............- I2. 1237) 
plthne tae ieee epatreie esis ee cicce oct oe es Be 

PCATOU Mester crave feicia ered ele eicrersiaine & 0.6 

Resim cHiOropiyll petCratetercis vicis'sisioc.cicit ee ee 2 
PHAM Geyser oie es icisoafelsrs aioe ele ese aie Io. 

HUXITACUIVES easstlersiciels eisicis saeco ncle wis 12) 10. 
NS IMBN are sietaye areve ities are safe cricless <.ereie mess ey 2.3 
EOtAaSMeearits ola eieiects be Asa causes © 0.94 0-29 
IBN 366 Saog eee eS aon ee Seen ee 0.04 0.58 
Phosphoric anhydride.../.........-- 0.13 1.03 
DEI CAMeaT ia sieinle sisier odie vie wine oo 0.21 0.68 


The sum of the percentages of insoluble leaf and moisture subtracted 
from too gives the percentage of extract. 

Determination of Tannin.—Ldéwenthal-Proctor Method.t{—t. Reagents: 

(2) Potassium permanganate solution containing about 1.33 grams 
per liter. 

(6) Tenth-normal oxalic acid solution (6.3 grams per liter). 

(c) Indigo carmine solution, containing 6 grams indigo carmine (free 
from indigo blue) and 50 cc. concentrated sulphuric acid per liter. 

(d) Gelatin solution, prepared by soaking 25 grams gelatin for an 
hour in a saturated sodium chloride solution, heating till the gelatin is 
dissolved, and making up to a liter after cooling. 

(ec) Mixture of 975 cc. saturated sodium chloride solution and 2 
cc. concentrated sulphuric acid. 

(f) Powdered kaolin. 


* U.S. Dept. of Agric., Bur. of Chem., Bul. 150, 1907, p. 48. 
t Jour., Soc. Chem. Ind., 3, 1884, p. 82; U. S. Dept. of Agric., Div. of Chem., Bul. 13, 


£892, p. 890. 
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Obtain the value of the potassium permanganate solution in terms 
of the tenth-normal oxalic acid solution. 

2. Process.—Boil 5 grams of the powdered tea for half an hour with 
4oo cc. of water, cool, and make up to sco cc. in a graduated flask. To 
tro cc. of the infusion (filtered if not clear) add 25 cc. of the indigo car- 
mine solution and about 750 cc. of water. Then add from a burette 
the potassium permanganate solution, a little at a time while stirring, 
till the color becomes light green, then cautiously drop by drop till the 
color changes to bright yellow, or further to a faint pink at the rim, 
matching in any event the color adopted in standardizing. The volume 
in cubic centimeters of permanganate furnishes value a of the formula. 

Mix too cc. of the clear infusion of tea with 50 cc. of gelatin solution, 
too cc. of salt acid solution, and 10 grams of kaolin, and shake several 
minutes in a corked flask. After settling, decant first the clear super- 
natant liquid through a filter, and finally bring the precipitate upon the 
filter. Mix 25 cc. of the filtrate (corresponding to 10 cc. of the origina] 
infusion) with 25 cc. of the indigo carmine solution, and about 750 cc. 
of water, and titrate with permanganate as before. The volume in cubic 
centimeters of permanganate used gives value bD. 

a=quantity of permanganate solution required to oxidize all oxidiz- 
able substances present. 

b=quantity of permanganate solution required to oxidize substances 
other than tannin. 

.. @—b=c, permanganate required for the tannin. Assuming that 
0.04157 gram tannin (gallotannic acid) is equivalent to 0.063 gram oxalic 
acid, the tannin in’ the tea is readily calculated. 

As recommended by Doolittle and Woodruff* the determination 
may be conveniently made on aliquot portions of the solution obtained 
in the determination of insoluble leaf. 

Method of Fletcher and Allen.{—This method depends upon the pre- 
cipitation of the tannin and other astringent matters in tea infusion by 
lead acetate, the point of complete precipitation being indicated by an 
ammoniacal solution of potassium ferricyanide. 

Five grains of neutral lead acetate are dissolved in water, made up to 
1 liter, and after standing the solution is filtered. 

As an indicator, 0.05 gram of pure potassium ferricyanide is dis- 
solved in 50 cc. of water, and an equal volume of concentrated ammonia- 


*U.S. Dept. of Agric., Bur. of Chem., Bul. 105, 1907, Pp. 49. 
{ Chem. News, 29, pp. 169, 189. 
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water is added. This indicator produces a red coloration with tannin, 
gallic acid, or gallotannic acid in solution, being so sensitive that 
a drop of the indicator will detect 1 part of tannin in 10,000 parts of 
water. 

Three separate quantities of ro cc. each of the standard lead acetate 
- solution, as above prepared, are measured into as many beakers, and each 
diluted to too cc. with boiling water. Two grams of powdered tea are 
boiled in 250 cc. of water, and varying quantities of this decoction are 
measured from a burette or pipette into the beakers containing the lead 
solution, the first beaker receiving, say, 12 cc., the second 1s cc., and 
the third 18 cc., in the case of black tea, and, with green tea, 8, 10, and 
12 cc., respectively. 

About 1 cc. of each of these trial quantities is removed from the 
various beakers by means of a pipette, passed through small filters, and 
tested with the ammoniacal ferricyanide indicator, the drops of filtered 
solution being allowed to fall directly on spots of the indicator, previously 
placed on a white slab or plate. 

It is thus easy to ascertain the approximate amount of tea solution 
which it is necessary to add to produce a pink coloration with the indi- 
cator, so that by repeated tests, nearly the right amount may be added 
at once. If no coloration in a given case is produced when a drop of 
the filtrate from the solution in the beaker is allowed to fall on the drop 
of indicator solution, a little more of the tea decoction is added, and this 
process is repeated until the pink color is apparent. 

It should be noted how much of the tea decoction is necessary to add 
to 100 cc. of pure water, that a drop of the solution may produce the pink 
coloration with the ferricyanide, and this amount should be subtracted 
from the amount of decoction found necessary to add to the known lead 
solution in the beaker. It was found by repeated experiment that to cc. 
of lead solution would precipitate o.or gram of pure gallotannic acid; 
hence, carrying out the process exactly as above described, 125 divided 
by the number of cubic centimeters of tea decoction required gives the 
percentage of tannin in the sample.* 

Theine or Caffeine (CgHjoN4O2).—This alkaloid when pure exists 
in white silky needles. It is odorless and sparingly soluble in cold water, 
but more so in hot. It is less soluble in alcohol, and almost 
insoluble in ether. It readily dissolves in chloroform. It is present 


* This process estimates the total astringent matter, all of which is counted in as 


tannin, 
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in tea, coffee, and kola. Graf* has shown that the amount of caf- 
feine present in tea is in most cases proportional to the commercial 
value and quality. 

Detection.—Caffeine may be detected, if present in a suspected residue, 
by the so-called “ murexid test,” which is made with the material in a 
solid state, or with the residue from the evaporation of a liquid. A small 
quantity of the solid or powdered material is heated in a white porcelain 
dish and covered with a few drops of strong hydrochloric acid, after which 
a fragment of potassium chlorate is immediately added. The mixture 
is then evaporated to complete dryness on the water-bath, whereupon, 
if caffeine is present, a reddish-yellow or pink color is produced. After 
cooling, the residue is treated with a very little ammonia water 
applied on the point of a stirring-rod. In the presence of caffeine, a 
purple color (that of murexoin) is produced on application of the 
ammonia. 

Determination of Theine or Caffeine.— Dvorkovitsch Method.t— 
Digest 10 grams of the powdered tea with 200 cc. of boiling water for 
5 minutes and decant the solution; repeat the treatment twice, and boil 
the residue with 200 cc. of water. Make up the combined solutions to 
1ooo cc. and extract a portion with petroleum ether to remove fat, etc. 
To 600 cc. of the fat-free solution (equivalent to 6 grams of tea) add 100 
cc. of 4% barium hydroxide solution, mix and filter. To 583 cc. of the 
filtrate (equivalent to 5 grams of tea) add 100 cc. of a 20% solution of 
sodium chloride, and extract three times with chloroform. Distil the 
greater part of the chloroform from the combined extracts, place the 
residue in a tared dish, evaporate the remainder of the chloroform, dry 
at 100° C., and weigh. The caffeine is usually of sufficient purity to 
render a nitrogen determination unnecessary. i 

Doolittle and Woodrufft proceed as follows: Extract in a separating 
funnel with petroleum ether 225 cc. of the filtrate from the determi- 
nation of insoluble leaf (p. 382) made up to 500 cc. To the fat-free 
portion add 50 cc. of a 4% barium hydroxide solution, shake well, and 
filter. To the filtrate add 50 cc. of a:20% sodium chloride solution and 
proceed as above described. 


* Forsch, Ber., 4, 1897, pp. 88, 89. 
} Ber. d. chem. Ges., 24, 1891, p. 1945; U..S. Dept. of Agric., Bur. of Chem., Bul. 107 


(rev.), Pp. 150. 
T Loc. crt. 
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Stahischnudt Method* Modified by Spencer.t—Boil gently 5 grams 
of the finely povdered tea in a flask with 420 cc. of water for 30 minutes, 
cool, add suflicient lead subacetate (solution or powder) to remove pre- 
cipitable substances, make up to soo cc., and filter through a dry paper. 
Delead an aliquot of 400 cc., equivalent to 4 grams, with hydrogen sul- 
phide, boil off the excess of hydrogen sulphide, filter, wash with hot 
water, and evaporate the filtrate to about 50 cc. Shake out the solution 
in a separatory funnel with several portions of chloroform until all the 
theine has been extracted, evaporate off the chloroform from the com- 
bined extracts in a tared flask, and dry the theine 2 hours or to constant 
weight at 75° C. 

Bartlett { has found that the Stahlschmidt method in essentially the 
form given by Spencer gives satisfactory results. 

Facing.—The most common form of tea adulteration, if such it may 
be called, is the practice of “‘ facing’ the dried leaves, or treating them 
with certain pigments and coloring materials to impart a bright color 
or gloss to the tea, thus causing an inferior grade to appear of better 
quality than it really is. This practice is more often applied to green 
tea. The materials for facing include such substances as Prussian blue, 
indigo, plumbago, and turmeric, often accompanied by such minerals 
as soapstone, gypsum, etc. Only a small amount of foreign material is 
actually added to the tea, but the adulteration consists in the deceptive 
appearance imparted thereto. 

Battershal has examined various samples of the preparations used 
in Japan for facing tea. He found in one case the following compo- 
sition: Soapstone, 47.5%; gypsum, 47.5%; Prussian blue, 5%. An- 
other sample consisted of soapstone, 75%; indigo, 25%. A third was 
composed of soapstone, 60%, and indigo, 40%. In applying the facing 
to the tea, the latter is first heated in an iron pan over the fire, the facing 
mixture is then added while still hot, and the whole is stirred briskly till 
the desired color is imparted. The Chinese and Japanese do not face 
the tea which they themselves consume, but only that intended for export 
trade. 

Detection of Facing.—The most delicate test for facing is to examine 
under the microscope, or lens, the dust obtained by sifting the leaves or 
the sediment obtained after shaking them with water. Plumbago appears 


* Pogg. Ann., 112, p. 441. 
{ Jour. Anal. Chem., 4, 1890, p. 390. 
- t Jour. Assn. Off. Agric. Chem., 3, 1917, p. 21. 
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glossy black, soapstone gray, gypsum white, Prussian blue, ultramarine 
and indigo shades of blue, and turmeric yellow. Prussian blue is 
decolorized by sodium hydroxide solution. Ultramarine is not affected 
by alkali but is decolorized by hydrochloric acid. Indigo is not decol- 
orized by either reagent. 

Read * rubs the siftings with a spatula on sheets of white and black 
paper and removes the loose dust. The colors after this treatment are 
recognized under the lens as streaks on the paper. West { detects Prus- 
sian blue by the blue spots formed by sprinkling the ground tea on filter 
paper moistened with oxalic acid solution and drying. 

Prussian blue if present in considerable amount may be detected in 
the sediment, as above obtained, by the blue precipitate which forms 
after dissolving in hot alkali, filtering, acidifying with hydrochloric acid, 
and then adding a drop of ferric chloride. If the residue on the paper after 
treatment with hot alkali, on removal to a porcelain dish and treatment 
with concentrated sulphuric acid, yields hydrogen sulphide (recognized 
by its odor or by the blackening of lead acetate paper) ultramarine is 
indicated. 

Such minerals as gypsum and soapstone are readily separated as a 
sediment by shaking the leaves in water, and the sediment is examined 
by the appropriate qualitative methods for these substances. 

Spent or Exhausted Leaves.—These consist of leaves of tea that have 
been previously steeped or infused, and afterwards rerolled and dried. 
Such leaves are sometimes mixed with tea as an adulterant. Any con- 
siderable admixture of spent leaves is evident, both by the extremely low 
ash, and the abnormally small proportion of water-soluble ash in the 
sample. It is rare that the total ash of genuine tea is under 5%, while 
the soluble ash is seldom less than 3%. 

The ash of spent tea leaves sometimes runs as low as 2.5%, of which 
generally not more than 0.3 to 0.8 per cent is soluble. Spent leaves are 
also naturally low in tannin and in extract. 

If the extract is much below 32%, spent leaves may be suspected. 
Allen determines the per cent of spent leaves by subtracting the per cent 
of extract from 32, multiplying by roo and dividing by 30. 

The use of spent or exhausted leaves as an adulterant is very rare 
at present, though formerly of common occurrence. 

Foreign Leaves as a Substitute for Tea.—This sophistication is not 
common, but the detection of leaves other than tea is readily accom- 


*U.S. Treasury Decision, No. 32322. 
} Jour. Ind. Eng. Chem., 4, r912, p. 528. 
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plished by a careful examination of the shape and character of the leaves. 
For this purpose the dried leaves are opened out by soaking a short time 
in hot water, after which they are spread upon a glass plate, and examined 
by the aid of a magnifying-glass. 
The genuine tea leaf (Fig. 73) is very characteristic, and is readily 
distinguished from other leaves. It is oval or lanceolate, 5 to 8 cm. long 
and 2 to 3 cm. wide. It is short-stemmed, 
somewhat thick and fleshy, attenuated at the 
bottom and usually pointed at the top. Ata 
certain height from the base, from a third to 

_ @ quarter up, the smooth or wavy border be- 
comes peculiarly, though not deeply, serrated in 
a regular manner, the serrations, which are 
hook-shaped, continuing to the tip of the leaf. 
Mature leaves always show these serrations, 
but they are somewhat obscure in young leaf 
buds. The latter, however, are rarely found 
in this country. The veins extend outward 
from the central rib nearly parallel to each 
other, but before reaching the border, each 
bends upward to form a loop with the one 
above. 

Foreign leaves, said to be used as adulter- 
ants, are those of the willow, poplar, elder, 
birch, elm, and rose, but the writer has never 
found any of these in tea. All of them differ 

a. ae ae ee materially from the genuine tea leaf, and if 

ap. foreign leaves are apparent in a sample under 
examination, they should be compared with various leaves collected by 
the analyst for the purpose. 

Stems and Fragments.—These, as well as “ tea dust,” are apparent 
by an examination of the leaves, opened out in hot water as explained 
above. The ash of tea stems and dust is abnormally high. 

Besson * and Deuss ¢ oppose fixing a maximum limit for stems on 
the ground that the more expensive sorts often contain more stems than 
the cheaper. This is due partly to methods of gathering and partly to 
the presence of siftings with low stem content in the cheaper grades. 

The term “lie tea” is applied to an imitation of tea, consisting of 


* Chem. Ztg., 39, 1915, p- 82. + Chem. Weekbl., 13, 1916, p. 66. 
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fragments, stems, and tea dust, mixed with foreign leaves, mineral matter, 
gum, etc. The ash of such “ tea” has been found as high as 50%. Such 
imitations are now almost unknown. Make-weight substances, such as 
brick-dust, iron salts, metallic iron, sand, etc., have been found in tea. 
If present, they are to be found in the sediment, obtained on shaking out 
the tea in water. : 

Added Astringents.—Catechu is sometimes said to be added to tea 
to give it increased astringency, especially to such tea as has been adulter- 
ated by the addition of exhausted tea. Hagar’s method for detecting 
catechu is as follows: 

A hot-water extract of the tea (1 to 100) is boiled with an excess of 
litharge and filtered. To a part of the filtrate, which should be perfectly 
clear, nitrate of silver is added. If catechu be present, a yellow floc- 
culent precipitate, rapidly becoming dark-colored, is formed. Pure tea 
treated in like manner gives a gray precipitate. 

Spencer * adds, instead of silver nitrate, a drop of ferric chloride to 
the clear filtrate. With catechu a green precipitate is formed. 

As a matter of fact the worst forms of tea adulteration, such as the 
actual substitution of foreign leaves, once so commonly practiced, are 
now extremely rare in this country and have been for’some years, by reason 
of the careful system of government inspection in force at the various 
ports of entry. The greater portion of the tea on our market to-day is 
genuine, but fraud is practiced to < considerable extent by the substitu- 
tion of inferior grades for those of good quality. This form of deception 
is in many cases beyond the power of the analyst to detect, and properly 
comes within the realm of the professional tea-taster. 

Tea -Tablets.—Finely ground tea of varying quality is sometimes 
pressed into tablets, to be used by travelers and campers for preparing 
a beverage, by simply dissolving in hot water. 

The composition of one of these preparations sold under the name 
of Samovar Tea Tablets, analyzed by the Mass. State Board of Health, 
is as follows: 


Watetye's.cc.«ctee sme entre ene ee Se% 
PDCING i on eae cep eee ee eee eee 2.25 
TExtracto/.\ sic: os oe cet hee eee eee 54-4 
ASMigare, 5 ~ Scjzie ss «sn on ae 5-4 
poltble ash... 0c So hc ee 2.8 
Insoluble:asly’.2245).,...2)525) eee 2.6 


* U.S. Dept. of Agric., Div. of Chem., Bul. 13, p. 885. 
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Microscopica: Structure of Tea.—The powdered tea may be examined 
directly in water-mount. Schimper recommends treating the powdered 
tea with chloral hydrate or potash lye, to render it more transparent. 

By far the most characteristic element is the peculiarly shaped 
sclerenchyma, or stone cell, s¢, Fig. 74, entirely unlike anything to be found 
in other leaves. These cells are very irregular in form, being sometimes 
star-shaped, sometimes branched, almost always with deeply wrinkled sides, 


Fic, 74.—Powdered Tea under the Microscope. X160. g, end of leaf nerve; 7, chloro- 
phyll parenchyma; st, stone cells; h, hairs, The tissues were warmed in potash ta 


render transparent. (After Moeller.) 


and often with sharp points. In most foreign leaves such sclerenchyma 
cells are lacking, but they are abundant in all genuine tea leaves, excepting 
rarely in the very young leaves, where they are sometimes not fully devel- 
oped. They are especially numerous in the main vein and in the stem. 
They may be seen to best advantage in a section of the stem, ormidrib, 
made parallel to the surface of the leaf. To make such a section, soak 
the leaf first in water, and afterwards dry in alcohol. The interior of 
the leaf is composed chiefly of ground tissue, having rounded cells full 
of chlorophyll grains and the fibro-vascular bundles of the veins. 

Other important characteristics are the peculiar hair growth on the 
under epidermis, B, which is apparent in nearly all teas, also crystal 
rosettes of calcium oxalate, which are nearly always present, even in 
fragments of tea leaves, but not in all foreign leaves. The peculiar 
structure of the lower epidermis, B, with its numerous stomata is also to 


be noted. See Figs. 189 and 190, Pl. XVII. 
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COFFEE. 


Nature of Coffee.—Coffee is the seed of the Coffea arabica, a tree 
which, when under cultivation, is not allowed to exceed twelve feet in 
height, but when wild sometimes reaches a height of twenty feet. It is 
indigenous in Southern Abyssinia, and was cultivated in Arabia in the 
sixteenth century, and in the East Indies in the seventeenth, afterward 
being introduced into the West Indies and South America. The coffee- 
beans are usually inclosed in pairs in the berry, being plano-convex with 
their flat sides together but in ‘“‘ pea berry ” coffee only a single, rounded 
bean is present. 

When the ripe fruit is gathered, it is first dried and then freed from 
the hulls, usually by machinery, or, in the West Indies, the green berries 
are “ pulped ” or “‘ hulled ” under water by a peculiar macerating machine. 
The raw beans are roasted, and afterwards ground for preparing the 
infusion. 

The principal varieties now on the market are true or Arabian Mocha 
produced in the Yemen district and shipped from the port of Aden, Abys- 
sinian or long berry Mocha, Java produced on the island of Java under 
government supervision, Rio and Santos, the leading Brazilian varieties 
shipped from the ports of Rio Janeiro and San Paulo respectively, Mara- 
caibo a Venezuelian coffee, and Bogota produced-in Colombia. Porto 
Rican and other West Indian varieties, also the product produced in 
the islands of the Pacific, often shipped under the name of Java, and 
various African coffees, are of considerable importance. 

Brazil furnishes more than half the world’s supply of coffee, and 
nearly 75% of that consumed in the United States. 

Constituents of Coffee.—Most of the coffee in the retail market is 
roasted, being sold either in the whole bean or ground. 

The chief constituents of raw coffee, besides water, are oil, cellulose, 
sugar, pentosans, dextrins, “caffetannic acid” (chlorogenic and coffalic 
acids), protein, caffeine, coffearine (an alkaloid), and ash. 

During roasting the sugar is largely caramelized, the caffetannic acid 
reduced, the bean rendered less brittle, and certain flavors are developed. 
Various substances have been named as products of roasting. Of these 
caffeol, a volatile oily substance, has long been considered the chief aro- 
matic constituent, but its identity is now disputed. Several authors have 
detected pyridine. There is a slight loss of caffeine during roasting. _ 
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The following summary of analyses of coffee of various kinds made by 
K6nig show in general its composition: 


Raw Coffee. Roasted Coffee. 
Minimum. Maximum. Minimum. Maximum. 

VV EOI oars ey etarevers cictclce Siaie's Seace iarst e's 8.0 12.0 0.4 

2 : 4.0 
COUGHS 234s eN ana Sas aaa eae 0.8 eS 0.8 1.8 
Fat... SOG Sansa Ie COE aera II.4 I4.2 10.5 16.5 
INGGuminE? SUES boeapesoosooe 5-8 7.8 0.0 Toit 
Cal ORGer ac GE Ao AB eee 16.6 42.3 26.3 51.0 
photalimitr OP eMotey wes eins <a sis 2 <1~ Wolk 2e2 Te3 ey] 
NGI 6 mers ase Se So OC CE ee 3-5 4.0 4-0 5-0 


The change in composition that takes place in roasting coffee is well 
shown by the following figures, which give the mean of analyses by Konig 
of four samples of coffee before and after roasting: 


| 
Raw Coffee. |Roasted Coffee. 


WEIS? <2 oan no padaanaGEE conopacead II.23 1.15 
Gatleinekyoe aoe cares ste aiercictcts fiers ave MAM 1.24 
CA eee Pe perterarar tessa cies) cic ie sicheis wens 3 = 1D sy 14.48 
SULA ae ete cle Glee oc wins biclcvwia crete eiere 8.55 0.66 
Cell OSewe tere oe foo ences oe aicicle le aos0 18.17 10.89 
Nitrogenous substances ........-..-- 12.07 13-98 
Other non-nitrogenous matter.......- 32.58 45-09 
Ash ..------0-2-2-2e- cece cece eee 3-92 4-75 


‘COMPOSITION OF THE ASH OF COFFEE.* 


Constituents. Mocha. Maracaibo. Java. Riv. 

(SASMOE, gala thess anal GOs Aes Bea 1.44 0.72 0.74 1.34 
Sillcan(S1O);, seams wes ee oie soo 0.88 0.88 0.91 0.69 
Bemicioxide’(He,O))re =~ <2 oes 0.89 0.89 1.16 tify) 
ines (CaO) tererarns ct tiectsie wars os = 7.18 5-06 4-84 4-94 
Mapnesia (MeO) ieccsc-- sc 10.68 eae) Wiss 10.60 
Peis) a (CO) oe eee ers reeaeee 59-84 61.82 62.08 63-60 
‘Sachi (N@KO)) Secetamaees Beioee 0.48 0.44 Hie 0.17 
phospnomeacida(PsOr) sec 1. sels 12.93 re220 14.09 Il.53 
Saulpauniciacidl(SO,) sts. -\-jeiee2s <= 4-43 5-10 4-10 4.88 
@inlonme (El) yee. secre cic cies 0 1.25 0.59 Ona 0.48 

100.00 I00.00 100.00 100.00 


The following are analyses of common varieties of roasted coffee, 
also of coffee substitutes and adulterated coffee made by Lythgoe:t 


* U. S. Dept. of Agric., Div. of Chem., Bul. 13, p. 904. ; 
+ An. Rep. Mass. State Board of Health, 1904, p. 320. U. S. Dept. of Agric., Bur. of 


Chem., Bul. 90, pp. 43-45. 
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COMPOSITION OF ROASTED COFFEE. 


| Alkalinity oh 
(cc. N/ro io) 
‘ Acid) of ¢ 
ca ae 
n u BO 
: CBr Oper eset 
Variety. c 6S < 6 a ae 8 
3 (e) : D ta} Au ® 9 yy 
5 se Sis Lad 2 ae eee of 
5 : Ay 5 G on a a = Oe a 
Seledey (8 fol ee eree) |. sea ee ea 
= < = a oO < H n ps Ay a 
A| 1.40] 4.16] 3.46] 0.00]0.023] 2.97] 71-4/0-319|0-346] 14.58] 1.4754 
Santos 2 1.87] 4.31] 3.62] 00] .023] 3-36] 75-7] -286] .295] 13-84] 1-4754 
C| 1-31] 3.80] 3.00] 00] .or9| 3-35| 85-6] .273| -205| 13-86) 124750 
Pore Al 1.29] 4.05] 3-30] -00] .o16| 3.53] 87.2) .305) -337] 13-00]|| F-4752 
Ri B| 1.26) 4.06] 3.27] .00] .020| 3-72] 92.6) .226) .351| 13.34) 1.4750 
1cO- | C) 1.48] 4.12] 3.32] -00| .016] 3.66] 88.8] .333] -328] 14.12] 1.4760 
A| 1.76] 4.06] 3.40] 00] .020] 4.16/102.3] .213] -166) 13.38] 1.4758 
Rio Biv22s4|Ns sor) 3224) oot .021) 327) 28h. 2.35 0)ea2 27 er aaa ee Aiog 
| 2.10] 3.74] 3.06] co} .023] 3.22] 86.6; .363] .236) 13.53] 1.4750 
A| 2.05] 4.05] 3.25] 00] .o16] 3.094] 97.4] -282| -351| 14.84|*1.4737 
Mocha (2 2.95| 3-85] 3.07| 00] .o21| 3.26] 84.7] -333] -364| 14-47|*1-4743 
C}| 2.40] 3.80! 3.00) sco) 012) 3.54! 03-3) -337)|) 2545), 05-2801 4740 
Al 3-34] 4-09] 3-27] -00] .016] 3-88] 95.0] . 258] -421| 12.61] 1.4752 
Java 2 3-35| 4-38] 3-56] -oo] .o1g] 3-54] 80.8] .194] -388| 12.28) 1.4758 
C) 3-44] 3-96) 3-10) -00} .orr} 2.95) 74-5] -235) -383| 13-54] 1-4752 
Highest... ..] 3-44] 4.38] 3.62] 00] .023] 4.16)102.3] .424] .545) 15-18] 1.4760 
Lowest... .--| 1.26) 3:74] 3%00|| <00] 011] 2-05) 71-4] -194) 106) 12228)"154750 
Averagea.. | 92-rO\r 4.02 3620). 200) OLS] 93-55] 87010 205s 2Olec a7 > (edeecty Sal 
Ten Per Cent Extract. 
3} o 
B) se] el 3 BaP alles eae 
Variety. 3 § Fy a u 5 Mee og 
® i o u eo 
a a tt owe = - | O |Sbal oS 
= a AS em 9 om | BS Os : 
A 3 6 g ‘a | Be 1 SoS) aM ge ¥ 
ue 8 | 3] 81-3 | @ } 88 | Bkm) he | 2 
fe) = w s & @ a & ra ° 
1o) <q % n 16) 1@) n i ae) (ep) 
A} 20.80] 16.83] 0.52] 2.28 | 13.41] 1-25] 1.0107) 26.7) 1.33770] 2.64 
Santos Bj 22.72] 17211! 68] £00) || 12.02| 1-10]| 1.0108] 2050) 123377778 eL00 
Ci) 2027o) 17280! 27512532) |erde7a|| Ta20|en OLOn|s2Os0|Nteae yAsiean4o 
fete Al 22248] 15.70) 50) 2.27 || 13212] 1-38] 2.0107] 26.6) 1233766) 2.60 
Rico Bi 21 276/916..36) 03/1258) 02203 et. 2n tT -OLo4\ecOns lanes oleae 
CiRens 62Orlhae POY | ee) aro) seal) AGS 804) 2 
4-44) 10.9 54 5 Soe ol 2a T-33004) 2.77 
A| 22.66] 17.00] .68] 2.82 | 14.08} 1-11] 1.0103] 25.5] 1.33724] 2.48 
Rio Bie22-6!) 27234 78lete4 7) jut 3er0| tate te OLot|ezon S| eneae7 25 leamAo 
Cli22075| 07227) (Ol e2eO20\ette Orme 7\e te OLOn|=20.0] erase/A moe O 
A] 24.06] 18.01] 1.78] 2.30 | 12.22] 1.16] 1.0106) 26.4) 1.33758] 2.65 
Mocha j B} 20.27] 17.96] 94] 1-85 | 12.34] 1-10] 1.0101] 26.3] 1.33754] 2.47 
C} 24.18) 19.55] 1.42] 2-90 | 13-20] 1-18] r-o112] 27.3] 1.33793] 2.72 
; A| 23.85) 15.95| -32] 2.95 | 13-43] 1-34] 1-o110] 29.6] 1.33777| 2.63 
Java Bj 22.10) 15245] .42| 2.32) 13-77] 1-30)| 1-0107|| 2025] 1-39702l 12058 
C} 23.20] 16.21} .66) 3.34 | 14.75] 1-27] 1-0108} 26.6] 1.33766] 2.62 
Highest. .. .| 24.44] 19.55] 1-78] 3-34 | 14-75] 1-34] 1-0113] 27.6] 1.33804] 2.77 
Lowest. ....] 20.27| 16.45] .32| 1.00 | 11.02] 1.10] 1.0101] 26.0] 1.33743| 2.46 
Average....| 22.63! 17.03] .75| 2.30 | 13-03] 1.20] 1.0105] 26.6] 1.33766| 2.72 


Total Nitrogen. 


* Omitted from average. 
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COMPOSITION OF COFFEE SUBSTITUTES AND OF ADULTERATED COFFEE. 
Alkalinity 
ce. N/to Ss 
s Acid) of ¢ 
a a 3 
< u Bo 
© Eo a iiss & % q 
: = ao G a 6) es o> 
Variety. § ce | = 5 x | le gs 5 
g B one ieee | eet Ror Tees ie ee 
3 ne Ss q 3 E <7) a Ou Os a 
Eee | se] oy ee os 8 le) etl eae 
etd oa ey Sele: AE Sag plies 
Roasted wheat. SPOO|S= 741 2a02|| OL0OlL<—. . ©534)|" 0200). 040|t.460)) 2-d4o|\an sane 1.84 
Roasted chicory|5-55/4-37| 2.27| .81jo.080| :95] 21.8] .277| .314] .88|/......- BLO 
Coffee and 
chicory. Bete 5-08]3-96] 3-14] .06] .026) 3.05] 77.0] .286] .323] 8.32]....... 1.89 
Coffee,chicory 
and pea hulls/3.64)4.97| 4.05] .24|*.284) 2.60] 65.6] .472| ~740] 9.56|r.4745 | 2.17 
? Ten Per Cent Extract. 
te] wey a & b> O° 
fal 3) a D 1 ° 
ss) a= a 
Variety. Ss = a a ri 8 ar os 
# a bo > Re 5 Baw) Me 
= a a O.- SEs 
= a = 4 ® 8 Boa] ‘Os 
5 3 Ceased) o | 8) Sue Mee l ond a 
Paes | 6 2 |e | yeep esi bes ee. 
eee | ele 08 | RE lee ees ee 
oO < ia na oO oO a 4 mai al <x 
Caste Gmc AbaiEss SOMmuOn 72 ld 5 TO) |25.158]0..23)}| OOO]... sell rciaeiel(- oie = emilee el teres 
Roasted chicory} 72-92] 34-39]19-34 | 2-10] 5.91] -00| 1.0307] 45-0 |1.34463|/7.44]o. 26 
Coffee _ and 
chicory. ....-| 31-79] 21.66} 5.06 | 2.21/14.31| -95] 1.0142] 30.5 |1.33915|3.62] .29 
Coffee, chicory 


and pea hulls} 25.00] 14.25] 3-00 | 3.78]17-87| I-00 


* Admixture of salt. 


METHODS OF ANALYSIS. 


Preparation of the Sample.—Grind so as to pass a sieve with holes 
0.5 mm. in diameter. 

Determination of Moisture, Ether Extract, Fiber, Protein, and Ash 
(including total, water-soluble, water-insoluble, acid-insoluble and alka- 
linity) is carried out as in the case of tea pp. 381 and 382). Starch, Re- 
ducing Matters by Acid Conversion, Sucrose, and Reducing Sugars may 
be estimated as in cereals, Acidity as described on page 1035. 

Determination of Ten per Cent Extract. (See page 403). 

Determination of Caffetannic Acid.—Krug Method.*—Although so- 
called caffetannic acid has been shown to be a mixture of chlorogenic 


* U.S. Dept. of Agric., Div. of Chem., Bul. 13, p. 908. 
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and coffalic acids, the method of determining this mixed substance is still 
retained. 

Two grams of the coffee are digested for 36 hours with to cc. of water, 
after which 25 cc. of 90% alcohol are added, and the digestion continued 
for 24 hours more. The liquid is then filtered, and the residue washed 
with 90% alcohol on the filter. 

The filtrate, which contains tannin, caffeine, fat, etc., is heated to 
boiling and a boiling concentrated solution of acetate of lead is added, 
which precipitates out a caffetannate of lead, Pb3(C15Hi5O8)2, containing 
49% of lead. When this has become flocculent, it is separated by filtra- 
tion, and washed on the filter with 90% alcohol, till the washings show 


Fic. 75.—Coffee. I. cross-section of berry, natural size. Pk outer pericarp; Mk endocarp; 
Ek spermoderm; Sa hard endosperm; Sp soft endosperm. II. Longitudinal section of 
berry, natural size; Dis bordered disc; Se remains of sepals; Em embryo. III. Embryo 
enlarged; cot cotyledon; rad radicle. (TscHiRcH AND OESTERLE.) 


no lead with ammonium sulphide, and afterwards with ether, till free 
from fat. It is dried at 100° and weighed. 

The weight of caffetannic acid is obtained by multiplying the weight 
of the precipitate by 652, and dividing by 1263 63. 

Woodman and Taylor's Modification.*—To 2 grams of finely ground 
coffee (passing 0.5 mm. sieve), add Io cc. of water, and shake for an 
hour in a mechanical shaking device. Add 25 cc. of 90% alcohol and 
shake again for half an hour. Filter and wash with 90% alcohol. Bring 
the united filtrate and washings, about 50 cc., to boiling, and add 6 cc. 
of saturated lead acetate solution. Separate the precipitated lead caffe- 
tannate by means of a centrifuge, decanting the supernatant liquid 
through a tared filter. Repeat the centrifugal treatment twice with 90% 
alcohol, decanting each time through the filter. Transfer the precipitate 
to the filter, and wash free from lead. Wash with ether, dry at 100°, and 


*U.S. Dept. of Agric., Bur. of Chem., Bul. 122, p. 82. 
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weigh. The weight of the precipitate multiplied by 0.516 gives the weight 
of caffetannic acid. 

Caffeine.—Gorter Method.*—Moisten 11 grams of the finely powdered 
coffee with 3 cc. of water, allow to stand for half an hour, and extract 
for 3 hours in a Soxhlet or Johnson extractor with chloroform. Evaporate 
the extract, treat the residue of fat and caffeine with hot water, filter 
through a cotton plug, and wash with hot water. Make up the filtrate 
and washings to 55 cc., pipette off 50 cc., and extract four times in a 
separatory funnel with chloroform. Evaporate this chloroform extract 
in a tared flask, dry the caffeine at 100° C., and weigh. 

Calculate the caffeine also from the nitrogen content. 

Lendrich and Nottbohm Method.t—This method is recommended by 
Murray { for the examination of decaffeinated coffee and other prepara- 
tions containing small amounts of caffeine, as it yields lower and more 
accurate results than the Gorter method. 

Moisten 20 grams of the sample, ground to pass a 1-mm. mesh, with 
to cc. of water, stir occasionally for 1-2 hours, and extract 3 hours with 
carbon tetra-chloride in an extraction thimble. To the extract add 
1 gram of paraffin, distil off the solvent, and exhaust the residue with 
t portion of 50 cc. and 3 of 25 cc. of boiling water. Cool the combined 
aqueous extract, filter through a moistened paper, wash with hot water, 
add 10-30 cc. of 1% potassium permanganate solution, and allow to 
stand 15 minutes. Precipitate the excess of manganese as peroxide by 
means of a little 3% hydrogen peroxide solution containing 1% of glacial 
acetic acid added drop by drop, heat 15 minutes on a boiling water-bath, 
filter, wash with boiling water, evaporate the filtrate to dryness, and dry 
further in a boiling water-oven. Exhaust the dry residue with warm 
chloroform, decanting into a tared dish, remove the chloroform by evapora- 
tion, dry the residue 30 minutes in a boiling water-oven, and weigh the caf- 
feine. Murray recommends that nitrogen be determined in the weighed 
residue as in the Gorter method. 


ADULTERATION OF COFFEE. 


According to the U. S. Standard roasted coffee is coffee which, by the 
action of heat, has become brown and developed its characteristic aroma, 
and contains not less than 10% of fat, and not less than 3% of ash. 


* Annalen, 1908, 358, Pp. 327- 
+ Zeits. Unters. Nahr. Genussm., 17, 1909, Pp. 241. 
t Jour. Ind. Eng. Chem., 5, 1913, p. 668. 
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Imitation Coffee.—Formerly, artificial coffee-beans containing no 
coffee whatever, but cleverly molded to imitate the original, were occa- 
sionally to be found, mixed with genuine, whole coffee. 

“‘ Coffee pellets” are occasionally sold in bulk to dealers as an adulter- 
ant of whole coffee. These do not closely resemble the real berries in 
appearance, but are approximately of the same size, and are not apparent 
to tue purchaser when the whole coffee is ground at the time of purchase. 
A sample of these “ pellets” examined recently was found to consist of 
roasted wheat mash, colored with red ocher. 

Coloring Coffee Beans.—The practice of treating raw coffee beans 
in a manner somewhat analogous to the facing of tea leaves has been 
sometimes practiced, with a view to giving to cheaper or inferior grades 
the appearance of high-priced coffee. For this purpose various pigments 
have been employed, such as yellow ocher, chrome yellow, burnt umber, 
Venetian red, Scheele’s green, iron oxide, turmeric, indigo, Prussian 
blue, etc., the coffee beans being first moistened with water containing 
a little gum, and shaken with the pigment. As a rule such pigments, 
especially when inorganic, are best sought for either in the ash, or in the 
sediment obtained by shaking the coffee beans in cold water, using the 
ordinary qualitative chemical methods. Organic coloring matters can 
be best extracted with alcohol. Prussian blue and indigo are tested for 
as in the case of tea leaves (p. 387). 

Glazing.—This is a more recent form of treatment of the whole bean, 
which consists in coating the beans by dipping in egg or sugar, or a mix- 
ture of the two, sometimes using various gums. Such glazing is alleged 
to improve the keeping qualities of the coffee, as well as to aid in clarify- 
ing the infusion, and if this is the sole purpose, the practice cannot be 
condemned as a form of adulteration. If, however, it is done to give 
inferior varieties of coffee a better appearance, in order to deceive the 
consumer, it clearly constitutes adulteration within the meaning of the 
law. 

Adulterants of Ground Coffee——Of the adulterants used in ground 
coffee the following have been found in Massachusetts: Roasted peas, 
beans, wheat, rye, oats, chicory, brown bread, pilot bread, charcoal, 
red slate, bark, and dried pellets, the latter consisting of ground peas, 
pea hulls, and cereals, held together with molasses. 

Methods of Detecting Adulterants——These methods are, as a rule, 
physical rather than chemical. A rough test of the genuineness of ground 
coffee consists in shaking some of the sample in cold water. Pure coffee, 
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under these conditions, usually floats on the surface, while the ordinary 
adulterants, such as cereals, chicory, mineral ingredients, etc., sink, 
the grains of chicory coloring the water a brownish-red as they subside. 

Macfarlane recommends the use of a saturated solution of common 
salt, in which a portion of the suspected sample, divided in small grains, 
is shaken in a test-tube. If the liquid is colored pale amber, while all 
or nearly all the material floats, the coffee is pure. Any considerable 
sediment at the bottom of the tube, accompanied by a dark-yellow to 
brown color imparted to the liquid, indicates adulteration by roasted 
cereals, or chicory, or both. 

A careful examination of the coarsely crushed grains of a ground 
sample with the naked eye will often serve to detect, and in some cases 
identify, certain adulterants, such as chicory and ground peas or beans. 
A magnifying-glass will aid in such an examination, and the observer 
can often separate the various ingredients of a coffee mixture, first spread- 
ing a small portion of the sample on a sheet of white paper. The chicory 
grains are apparent from their dark and somewhat gummy appearance, 
and can usually be recognized by crushing them between the teeth. Their 
soft consistency and sweetish bitter taste are very distinctive. The dull 
outer surface of the crushed coffee grains is in marked contrast to the 
polished appearance of the surface of the broken peas or beans, often to 
be found as adulterants, while fragments of broken cereal grains are 
readily distinguished from coffee with a low-power magnifier, though 
perhaps not easily identified by the eye alone. 

Determination of Added Starch.—Starch is determined in the finely 
powdered sample as directed on page 292. 

Microscopical Examination of Coffee-—By far the best means of 
detecting adulteration is furnished by the microscope. The individual 
grains of coarsely ground coffee and adulterants, separated by the cold 
water test or by picking over the mixture, are identified by microscopic 
examination either after sectioning with a razor or crushing to a powder. 
In addition, examination is made of a small portion of the sample pulver- 
ized in a mortar to a degree fine enough to allow the cover-glass to lie 
flat on the wetted powder, yet not so fine that it ceases to feel granular 
when rubbed between the fingers. The writer finds it sufficient to 
examine this powder in water without further treatment, although 
Schimper recommends maceration for twenty-four hours with ammonia, 
in order to render the tissues more transparent, using this reagent also 
as a mountant. 
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In general the interior of the coffee tissue or endosperm consists of 
polygonal cells with highly characteristic, knotty, thickened walls, which 
‘are best seen in razor sections, Fig. 76, 2. These cells contain brilliant, 
colorless, spherical oil drops, and also proteins. 

The seed coat is also very characteristic, showing in the powder as 
occasional delicate silver-like patches, with peculiar, spindle-shaped, 
thick-sided cells, some of which are loosened from the tissue. 

Plates XIV and XV illustrate photomicrographs of pure and adulter- 
ated coffee. Fig. 174 shows genuine coffee, with its loose mesh of irreg- 
ularly polygonal cells, thick-walled, and inclosing oil drops with amor- 
phous material. It is not to be expected that every pulverized sample of 
genuine coffee, mounted as above, will show in every microscopic field the 
even, continuous structure that Fig. 174 illustrates, but careful examination 
will show in nearly every field fragments, and more or less disjointed por- 
tions of the polygonal cells, grouped in the form so characteristic of coffee. 
See Hig. 176: 

Chicory under the Microscope.—Fig. 77, after Moeller, shows struc- 
tural features of chicory. The most striking elements are the fine, thick- 
walled, long-celled, parenchyma of the bark rp and 6p with its delicate 
tracery, and the vessels or ducts g of the wood fibers. These ducts are 
tubular, resembling jointed cylinders, often with overlapping joints. 
Less distinct, but very characteristic of certain roots of the composite 
family, are the narrower branching milk ducts sch which do not exist 
in beets and turnips, which are sometimes substituted for chicory. 

Fig. 178, Pl. XV, is a photomicrograph of an adulterated sample of 
coffee, showing in this particular field chicory alone. It is a mass of con- 
fused cellular tissue, traversed by two broad bands of the vessels, with 
their striking, transverse, dotted markings. 

Fig. 177, Pl. XV, shows a sample of coffee adulterated with roasted 
peas and pea hulls. No genuine coffee appears in this field. The chief 
masses in the center are characteristic aggregations of the round starch 
granules of the roasted pea. The rectangular billets, like bunches of 
matches, are from the outer or palisade layer of the pea. 

Fig. 164, Pl. XI, and Fig. 154, Pl. IX, show the close resemblance 
between the starches of the pea and bean, both of Be are commonly 
used in coffee. 

The palisade structures of the hulls of these legumes also bear a close 
resemblance, but the cells of the next layer in the pea are hour-glass 
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Fic. 76.—-Powdered Coffee under the Microscope. 125. (After Moeller.) 1, seed 
coat (surface). 2, endosperm parenchyma, 


Fic. 77.—Chicory Root in Tangential and Radial Sections. 160. 4, reticulated ducts 
with perforations qu; hp, wood parenchyma; J, wood fibers; rp, bark parenchyma; 
sch, milk ducts; 6p, bast parenchyma; m, medullary rays. (After Moeller.) 
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shaped, while in the bean they are not remarkable for their shape, but for 
the single crystal of calcium oxalate contained in each. 

The effect of roasting on starches used as adulterants of coffee is to 
twist and distort the granules, in some cases destroying largely the even 
structure of the raw starch. Starch granules of wheat, barley, and rye, 
for example, are almost perfect circular disks in the case of the raw starch, 
while in roasted products, such as pilot biscuit and stale bread, the 
granules are twisted and distorted, sometimes almost forming the letter 
ose 

Use of Chicory in Coffee.— Chicory is a perennial herb (Cic9rium 
intybus) of the same family (Composite) as the dandelion. The roasted 
and pulverized chicory root is so much used in ground coffee to impart 
a peculiar flavor thereto, that by many it is considered as not strictly 
an adulterant. The taste imparted to coffee by a small admixture of 
pure chicory is to some desirable, but if its unrestricted use is sanctioned 
in this manner, the door would soon be opened to a more unlimited form 
of adulteration, wherein the chicory might predominate. It is, therefore, 
best to regard chicory as an adulterant, and to require the package con- 
taining a mixture of coffee and chicory, if sold legally, to have plainly 
printed thereon the percentage of chicory in the mixture. 

Chicory, when roasted, consists of gum, partly caramelized sugar, 
and insoluble vegetable tissue. Common adulterants of chicory are 
dried beets and other roots, also cereal matter. 

Villiers and Collin * give the following analyses of two samples of 
chicory. See also analysis of roasted chicory on page 395. 


Gn Large | In Powder. 

Watern(lossratinoo> tomes 2) hernia rereeree te 16.28 16.96 

Weight of total matter soluble in water. ..... 57-96 56.90 

Reducing sugamerce: eras ere acre 26.12 23-79 

Soluble in water: IDYes qagunly Fabien, akeVWbile G- Go acqusceddocoanose 9-63 9-31 
Albuminoidssccnsi ec species aeee einer BE23 3.66 

Mineral matterco0 > sess ee ee ease eee 2.58 alsa 

(Colonna matters sp see ee eee ee 16.40 17-59 

Albumiimoids. areas esc r e seer oe OeaG 2.98 

Weight of the total insoluble matter. ........ 25.76 26.14 

Insolubleyancwater» yj eMimeral meattersje-me)= eevee ei ae eee 4-58 5.87 
Bats.) 2.-doce cece eee eee ee eee esti 3-92 

(sCelltlose; 222 2 Fw lA) see a eee eer eee 12.32 13-37 


* Falsifications et Alterations des Substances Alimentaires, p. 234. 
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Detection and Estimation of Chicory—Various chemical tests for 
detection of chicory in coffee infusions have been suggested, depending on 
color reactions,* but these are, as a rule, unreliable. By far the best 
means for detecting chicory in coffee is furnished by the microscope. 

In mixtures containing coffee and chicory only, the approximate amount 
of the latter can be obtained by McGill’s method,} as follows: Weigh 
a quantity of the pulverized sample, corresponding to 10 grams of the 
dry substance, into a counterbalanced flask, and add water.till the weight 
of the contents is t10 grams. Bring to boiling in ten to fifteen minutes 
and continue the boiling for an hour under a reflux condenser. Cool 
for fifteen minutes, pass through a dry filter, and determine the specific 
gravity at 15°. McGill found the average specific gravity of a 10% 
decoction as above carried out to be, in the case of pure coffee 1.00986, 
and in the case of chicory 1.02821, the difference being 0.01835. The 
specific gravity of the 10% decoction of the suspected sample at 15° being 
d, the per cent of chicory, c, can be calculated roughly by the formula: 


(1.02821 —d) 100 
¢= 100 —-~——_—___~— 

0.01835 

As a means of detecting chicory in the beverage La Wall t determines 
the amount of extract and the percentage of reducing sugars in the extract. 
The latter in genuine coffee ranged from 1.92 to 2.64%, whereas in two 
samples of chicory it was over 25%; consequently addition of 5 parts 
of chicory to 100 parts of the coffee showing the highest ratio, increased 
the percentage of reducing sugar in the extract to 4.0. 

Date Stones, roasted and ground, have been used to some extent as a 
coffee adulterant. Fig. 78 shows the structural features of date stones 
under the microscope. End represents a fragment of endocarp with its 
elongated, thick-walled cells, peculiarly arranged as shown, adjacent cells 
often lying with axes at right angles to each other. The more evenly 
formed episperm cells, e, are thin-walled and of a brown -eolor. The 
albumen, a, is made up of very thick-walled, somewhat regularly arranged 
cells, indented from within with deep channels. Date stones are readily 
distinguished from coffee by these features. 


* See Allen’s Commercial Org. Analysis, 4 Ed., Vol. VI, pp. 671, 672. 
+ Trans. Royal Soc. of Canada, 1887. 
t Am. J. Pharm., 1913, p. 535- 
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Hygienic Coffee.—Various processes have been devised for removing 
the caffeine from coffee. One of these, patented in Germany, has recently 
come into extensive use, as the flavor of the beverage is not greatly injured 
by the treatment. In following out this process the whole beans are first 
exhausted with water in a vacuum, and the infusion extracted with a 
suitable solvent for caffeine. The exhausted beans are then impregnated 
with the decaffeinated infusion and dried in a vacuum. ‘This treatment, 
as shown by the investigations of Lendrich and Murdfield,* does not 


Fic. 78.—Powdered Date Stones under the Microscope. end, endocarp; e, episperm; 
a, albumen in cross-section; a’, albumen in longitudinal section. (After Villiers and 
Collins.) 


completely remove all the caffeine, the quantity remaining being from 
0.14 to. 0.26%, or about one-sixth of that in the untreated coffee. Further 
effects of the treatment are a decrease in the water extract and an increase 
in the fat. The following are the average of analyses, made by these 
authors, of caffeine-free and untreated coffee: 


re Analysis of the Dry Substance. 
4 : 
2 x : tu ar) 
we =n P So 1 oO q” 
E eg | 428 3 Bo dae ell soe 
WH 3 o 4 WG 8 ifs) fal Fars gic! 
e)4| |g peSed| & | Be |2ae| Se 
% 4 a Ie Re) A 2% on ae 
4/8 | 4 8e) See los joSe | ged reas 
gyi) os do {ad | elas a sa | saa] 02 
a) | aati a iaen E co fs) Ay 
ae ; % | % | % D |. % | % | % 
Caffeine-free Coffee”. ..| 14 | 2.13] 4.23] 3.22] 47.72 | 21.30 | 17.13 | 0.22 11.83 
Untreated! coffee. 2: --5- 9} £.46) 4.97) 3097) 15624301 G26547 1] Cas o7s exe ro | ray 6 


* Zeits. Unters. Nahr. Genussm., rs, 1908, p. 705. 
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Several brands of coffee advertised to be free from tannin and in 
some cases also from caffeine, have been placed on the market in the 
United States. Some of these consist merely of ground coffee from 
which the chaff (which is represented to contain not only the tannin but 
also most of the caffeine) has been removed by mechanical means. The 
absurdity of the claims of the manufacturers is shown by the following 
analyses made in New Hampshire by C. D. Howard.* 


Caffe- 

Water. Ash, Fat. Fiber. | Caffeine. | tannic 

Acid. 

planniniessrcoticeyNOgitsten. 1-25] 2.70 4-10 TeLS 18.46 Ts ty/ 10.76 
Tanninless coffee No. 2. ..-..... 2.70 4.05 yar ||) Set -FO) The Ae II.04 
Tanninless coffee No. 3. ....-.-- 2.26 BOn TY || Asie) 0.87 7.61 
iavarandeMiochayrerccrs <cceioe <7 =) Bait? Aes TASTOM |r 5eSO 1.29 tie 17) 
Cofteercnatiiees safe ten - aces eis cts 2.60 5-65 9-30 | 26.50 0.40 5.98 


The following analyses made at the Connecticut Station by E. J. 
Shanley,t corroborate those of Howard: 


us i t f 
Calling in the| ‘atetenale | Catetsnale | Fer Cont of 
Coffee. Chaff. Coffee. 
plianminiesscOMee, Alec s\s\c\- 1.02 - Ted 9-89 
lanninlessicotleerD tres cainiese + « ted E 9-45 
Mauniniessicotiee! Gectewiobic'< Beit = Tel2 9-96 
Wawa COME fave ererote facia e, sa/eloe ie oie Ter 3 9-51 5-46 1.80 
IMocharcoieena. scrececsive sees 1.26 9-96 Hage 2.38 
IRAORCOMEC. maciaie Soicic streets ote spot) 9-47 6.79 1.77 


| 


The Asa process consists in treating the raw coffee with water vapor 
under a pressure of 4.5 atmospheres and distilling 7 vacuo, thus removing, 
it is claimed, volatile toxic substances. 

Vacuum packed coffee has been extensively advertised as being free 
from the objectionable qualities of ordinary coffee. Gould’s experiments { 
indicate that the composition of the vacuum-packed coffee is not quite 
the same as that of ordinary coffee, nor is the gas given off the same, but 
whether these changes render the coffee more wholesome appears uncertain. 


* U.S. Dept. of Agric., Bur. of Chem., Bul. 105, p. 41. 
+ Ann. Rep. Conn. Exp. Sta., 1907, p. 141. 
t Eighth Int. Cong. App. Chem., 26, 1912, p. 389. 
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Coffee Substitutes.—A large number of preparations sold as “ coffee 
substitutes’ or ‘cereal coffee’? are now on the market in the United 
States, most of which are composed, as alleged on the labels, of cereals, 
ground peas, etc. Some contain roasted wheat, malt or some other 
cereal alone, others are mixtures of cereals or cereal products and peas, 
and a few contain chicory. Some of these preparations have labels 
calling attention to the evil effects of coffee, and one of the latter class, 
extensively advertised, and purporting to contain nothing but the entire 
wheat kernel roasted and ground, was found to contain peas, and about 
30% of that “‘ most harmful ingredient ” coffee itself. Various substitutes | 
are also made from dried fruits such as figs, prunes and bananas. 

In addition to the materials named the following have been used in 
Europe: beans, lupine seeds, cassia seeds, astralagus seeds, Parkia seeds, 
chick peas, soy beans, dried pears, carob bean pods, date stones, ivory 
nuts, acorns, grape seeds, fruit of the wax palm, cola nuts, false flaxseed, 
dandelion roots, beets, turnips and carrots.* 

As in the case of coffee the analyst must depend chiefly on the micro- 
scope in identifying the constituents of coffee substitutes. Coffee itself 
should properly be considered in the light of an adulterant. 


COCOA AND COCOA PRODUCTS. 


Nature of the Cocoa Beans.—The various chocolate and cocoa prep- 
arations are made from the bean of the tree Theobroma cacao, of the 
family of Byttneriacee. ‘This tree averages 13 feet in height, and its main 
trunk is from 5 to 8 inches in diameter. It is a native of the American 
tropics, where it is still most successfully grown for supplying the world’s 
market. 

The cocoa beans of commerce are derived chiefly from Ariba, Bahia, 
Caracas, Cayenne, Ceylon, Guatemala, Haiti, Java, Machala, Mara- 
caibo, St. Domingo, Surinam, and Trinidad. Besides these, the Sey- 
chelles and Martinique furnish a small amount. 

The plant seeds, or beans, grow in pods, varying in length from 23 to 
30 cm., and are from ro to 15 cm. in diameter. The beans, which are 
about the size of almonds, are closely packed together in the pod. Their 
color when fresh is white, but they turn brown on drying. 


* Winton’s Microscopy of Foods, p. 435. 
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The gathered pods are first cut open, and the seeds removed to undergo 
the process of “sweating” or fermenting, which is carried out either 
in boxes or in holes made in the ground. This process requires great 
care and attention, as upon it depends largely the flavor of the seed. 
The sweating operation usually takes two days, after which the seeds 
are dried in the sun till they assume their characteristic warm red color, 
and in this form are shipped into our markets. 

Manufacture of Chocolate and Cocoa.—For the production of choc- 
olate and cocoa the beans are cleaned and carefully roasted, during which 
process the flavor is more carefully developed, and the thin, paper-like 
shell which surrounds the seed is loosened, and is very readily removed. 
The roasted seeds are crushed, and the shells, which are separated by 
winnowing, form a low-priced product, from which an infusion may be 
made, having a taste and flavor much resembling chocolate. 

The crushed fragments of the kernel or seed proper are called cocoa 
nibs, and for the preparation of chocolate they are finely ground into 
a paste and run into molds, either directly, or after being mixed with 
sugar and vanilla extract or spices, according to whether plain or sweet 
chocolate is the end product. 

For making cocoa, however, a portion of the oil or fat known as the 
cocoa butter is first removed, by subjecting the ground seed fragments 
to hydraulic pressure, usually between heated plates, after which the 
pressed mass is reduced to a very fine powder, either directly, or by treat- 
ment with ammonia or alkalies, to render the product more “soluble.” It 
is held that the large amount of fat contained in the cocoa seeds (vary- 
ing from 4o to 54%) is difficult of digestion to many, such as invalids 
and children, and hence the desirability of removing part of the fat. 

Composition of Cocoa Products.—The chief constituents of the raw 
cocoa nib are fat, starch, pentosans, proteins, theobromine, caffeine, tan- 
nin, and mineral matter. Minor constituents are oxalic acid (combined), 
acetic and tartaric acids. During roasting there is reason to believe a 
volatile substance is developed much in the nature of an essential oil, 
which gives to the product its peculiar flavor, and is somewhat analogous 
to the caffeol of coffee. 

Tannin, the astringent principle of cocoa, exists as such in the raw 
bean, but rapidly becomes oxidized to form cocoa red, to which the. color 


of cocoa is due. 
Weigmann gives the following results of analyses of cocoa nibs and 


shells: F 
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COMPOSITION OF COCOA NIBS. 


30 “ 1 
Commercial Varieties. 3 coe re ah al | ance ae ; 
m |Paneg ie) F ie O34 2 sb ue} 
6 seca 4s 8 alse i) 3 q q 
Se ee ca a fe) ) < a 
Caracastnisciscicts srsisictsere maw tAat3)) TeAO 045-54) LOe4 Ossie = 6.19 | 4-91 | 2.06 
eErimida doweeverescctstcisieice | Gistely|, LACS) \eat sent || VIO) MS ecelogusoc 4-55 | 3-48 | 0.10 
Sitiotehan: oa oesocoHooSel ISA) Seo BER OI0) |) AIAG PA) CORTESE Soar 4.30, || 3-LOs| Ours 
Borteauybrince: sacle Ta TWAS Ol lereratavers 460-351 5.07/15 -53)) 520! | 4205 late4o 
Machataicnctie ae os one Sol 74 OO a arterete 45-93] 5-69] 17-50] 4-36 | 4.09 | 0.22 
PuertolCabelloteece cei SCs) ACES) aekeee |) MOSOn| GOO onoooc 4-43 | 4-28 | 0.18 
PAT Aeger cere crstevsia ie aetelele’s eat a aeiligooene 45-15| 5-83] 16.96] 4-48 | 3.88 | 0.14 
COMPOSITION OF COCOA SHELLS. 
nun 3 3 ’ 
, | 8a) Pisces E 
4 g& 9 3) % 3 
Commercial Varieties. 3 os & os oS é on 
BN BS 8 a ae ae a ae re ee 
BCP Bell eh ghee nS ees ee ee 
Garacasmoctet cess ccs 12.409] 13-18] 0.58 2.38] 40.30] 16.33] 9.06 | 6.26 | 2.11 
piramida deere cise coe 14.64] 14.62! 0.74 3-45] 44-89] 15-79} 6-19 | 0.42 | 2.34 
Slghenil 6 Sadeosnesoans 13-93] 16.25] 0.78 2.54| 42-47| 17-04] 6.63 | 0.85 | 2.60 
Buertoi@abellose csc 14.89] 16.18) 0.75 2-01} 43-32) 11525) 16.08 IO.27 250 


On page 409 are the summarized results of the analyses of seventeen 
varieties of cocoa seeds and shells, made by Winton, Silverman, and Bailey.* 
According to Bell ¢ the ash of cocoa nibs has the following composition: 


Per Cent. 
SOdium ‘Chlorides .. -etc ews ee eee 0.57 
St Ren MA, oP orto Ri SS Siting 0-57 
Potash. Ga. set. fee aren ee ee eet ee 27.64 
Magnesia. |. '-. see cet ee eee ee 19-81 
MMC oe oer ae cone ce 4-53 
AlGming....o2t2 22.2 nc. cc, eee 0.08 
Ferric Oxid6; oo sam pais oe ie ear eee O= ts 
Carboni¢ acid.c42. 2.2 acer eee eee 2-02 
Sulphuricacid 3.5. 2eese, cee ee eee a5 
Phosphoric acid’... =) oases eee ee 39-20 


ICO .0O 


* Ann. Rep. Conn. Agric. Exp. Sta., 1902, p. 270. 
Tt Analysis and Adulteration of Foods. 
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SS ee 
Roasted Cocoa Nibs. 


Air-dry Material. Water- and Fat-free 


Material. 
Maxi- | Mini- | wean, | Maxi- | Mini- Meant 
mum. mum. mum. mum, 
WEIS 5 Sac Bone S CE SOSS Ce eae eee Rorts | Baa, as 
MOraleas Hoeseyeseracwres cisie ccs ce meee e scoot ‘rei || Bee) Bo) SB AO || Geo 
Water-soluble ashwmees © celaiscsccts xic.o SON On 72 TOM st oO 1.60 2.46 
SaanNsOlIplenMiaCld. sais c<-cc< es ccns.- = 0207) 10200) | 9702023) O= 5410200) Oras 
Alllcalimitysol ashen. tees cc cose sies 2 2s Bess Tes Om araec rT Poe || BoA || Base 
Bliheobromine wpe esere << cate st cew oes sci i 2 0.82 TOA |e G2 AKO) | (aa 
(Garicine were s Actaris cise cnt se scree cree Os/3 || Most, |) OO | 255 || Gage | osx 
Other nitrogenous substances .........- WoO || TICS) || Wasa |! Osxels | DE.) || Aside) 
GRICE HIBS, Com eesb Sepeee See eee BoAe) || Deke 2 OA | Oa50 HO || GeO 
Crude starch (acid conversion), ........ UPR 0-30) |) Lmen6) | 2508x9280) | 22260 
Pure starch (diastase conversion). ....-.| 8-99 | 6-49 | 8-07 | 18.61 | 13.82 | 17.10 
Other nitrogen-free substances -........ 21.07 | 17.69 | 19-57 | 44-08 | 38-78 | 41-49 
|BE 5 SESE SEE ee ae eae K2E25e(eAo a1 Lee S One 
LURE) eR COPS a1) Sie ce a ee 2es Ag 2220) 2280) us Aa led 74 Ge OS 
Constants of fat (ether extract): 
iMelime—poimt wdegrees Cy 5-5... = BCE OmmEs2 = 3M 33193 
Zeiss refractometer reading at 40° C...] 48.00 | 46.00 | 47.23 
IRemactiveundex ato? Coo. alee be 1-4579 |1-4565 |t.4573 
HodinemUimDetkayec. sae street sree oe ai Biles) || Belay || Seow) 
Per cent of nibs in whole bean. ....... 92-90 | 86.12 | 88.46 
oe oe * shells “ “cc Aa Asha Rees ae 13-88 8.83 II.54 
Roasted Cocoa Shells. 
Air-dry Material. Water as eae 
Maxi- | Mini- | wean, | Maxi- | Mini- | Mean. 
mum. mum. mum. mum. 
WEES « SOS a USS SO SNES 5 Cn ODE Eaeee 6.57 ie Ght |) Altea 
Miwtaleas Meyae ct me ate tees crsie eins nas 'S 20.72 Git || WOearKs} || eto, |) BAG) wince 
WidtereSOlMMbleraslters-12.2\s,2c)6 sels yea = S67 || Bea || Belo7 | Onuin Peasy || hy) 
PShietnisOlUM les IM ACK nina 1s)aletsinie = = =r munis) || aol! || eis | ae || QsOy |] 2570 
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Theobromine (C7HsgN4O2), the chief alkaloid of cocoa, when pure, 
forms a white, crystalline powder, having a bitter taste. It is slightly 
soluble in water and alcohol, very slightly soluble in ether, insoluble 
in petroleum ether, but readily soluble in chloroform. It sublimes at 
290° to 295° C. It isa weak base, and much resembles caffeine. A small 
amount of caffeine has also been found in cocoa, but in most analyses 
is reckoned in with the theobromine. 

The Nitrogenous Substances of Cocoa, aside from the alkaloids, have 
been little studied. Stutzer has, however, separated them roughly as 
in the following analyses of four samples, of which A was manufactured 
without chemicals, B with potash, and C and D with ammonia: 


B. C. D. 

‘otal mitrogenaes vec se sess oases te ere tee 3-68 Beso 3-95 Sreeeish/ 
HRheobromine™..- <<less sat se sicleieiss 1.92 Te7e 1.98 1.80 
IATMIM ONIALe Beet ies Sole creineiaeee Sees 0-06 0.03 0.46 0.33 
AmidorcompoundS siete I-43 1.25 Onan I.31 
ID EEIMo le BOUIN. cogkonoavescoDeT 10.25 7.68 10.50 7-81 
Indigestible nitrogenous substances . - . - 7.18 9-19 7.68 8.00 
Containing nitrogen .........---- I.15 Tey 1-23 1.28 

Proportion of total nitrogen indigestible . Br22 44.5 Sie2 35-8 


Pentosans.—Several authors have called attention to the value of 
these substances as a means of detecting added shells in cocoa products. 

Lithrig and Segin* found in cocoa nibs from 2.51 to 4.58% of 
pentosans calculated to the dry, fat-free substance, and in the shells from 
7.59 to 11.23% calculated to the dry substance. 

Milk Chocolate, a product of comparatively recent introduction, 
consists of a mixture of chocolate, sugar, milk powder, and cocoa butter. 
It is especially prized by travelers and others who desire a concentrated, 
and at the same time palatable food. 

The following analyses by Dubois ¢ show the composition of three 
of the leading brands on the market, and also illustrate the accuracy of 
Dubois’ method of determining sucrose and lactose given on page 415. 

Various Compounds of chocolate or cocoa with other materials have 
been placed on the market. Zipperer t gives formulas or analyses of 
seventy-four such preparations, containing one or more of the following 
ingredients: oatmeal, barley meal, malt, malt extract, wheat flour, potato . 


* Zeits. Unters. Nahr. Genussm., 12, 1906, p. 161. 
+ Jour. Am. Chem. Soc., 20, 10% p- 556. 
¢ The Manufacture of Chocolate and Cacao Preparations, 2d ed., 1902. 
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Commercial milk chocolate: 
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eRound 2 S82 chaste - +19.00] —1.50] 20 | +1.40| 35.99] 8.52 | 4.8 20.1 
ie MGalculated taser ital. Goo cis Poosee es ey eae 35.82 8.82 : 
E HOU sree enc. s 325s aie LO nt/O |e 2202550) OL OQ! 302841 (OrORn Ge Asn lmELaas 

Sal cilated serene alle sain: oa aee ee ciel wore wits 39-80] 5.88 


flour, rice, peas, peanuts, acorns, cola nuts, sago, arrowroot, Iceland 
moss, gum Arabic, salep, dried meat, meat extract, peptones, milk powder, 
plasmon (a preparation of casein), eggs, saccharin, vanilla, spices, and 
inorganic salts. Certain medicinal preparations also contain cocoa 
products. ) 

Cocoa Butter.—See Chapter XIII. 


METHODS OF ANALYSIS. 


Preparation of the Sample.—Cocoa is usually in a fine powder, and 
needs merely to be put through a sieve, to break up lumps, and mixed. 
Chocolate should be grated or shaved so as to permit mixing. It can- 
not be ground, as the heat of grinding reduces it to a paste. 

Determination of Moisture-—Dry 2 grams of the material to con- 
stant weight at 100° C. in a current of dry hydrogen. Somewhat lower 
results are obtained by drying in a dish in air. — 

Determination of Ash.— Total, Water-soluble, and Acid-soluble.—Pro- 
ceed as described under tea (page 382). 

Alkalinity (Ewell Method *)—To the ash of 2 grams of the sample 
add too cc. of water, an excess of N/1o sulphuric acid, and boil until 
carbon dioxide is removed. Titrate the excess of acid with N/1o alkali, 
using phenolphthalein as indicator. Calculate the number of cubic 
centimeters of N/1o acid required to neutralize the ash from 1 gram of 


the sample. 
This method was used by Winton, Silverman, and Bailey, in the 


* U.S. Dept. of Agric., Div. of Chem., Bul. 13, 1892, p. 956. 
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analyses as summarized on page 409. It is essentially the same as the 
French official method* and differentiates cocoa and chocolate from 
cocoa shells more sharply than the A. O. A. C. method employing methyl 
orange as indicator. 

Determination of Protein.—Determine total nitrogen by the Kjeldahl 
or Gunning method. From the percentage of total nitrogen subtract 
the nitrogen of the theobromine and caffeine, obtained by multiplying the 
percentages found by 0.311 and 0.289 respectively, and multiply the 
remainder by 6.25. 


Fic. 79.—Cocoa. I entire fruit, X4; IZ fruit in cross-section; IZ seed (cocoa bean) 
natural size; JV seed deprived of seed coat; V seed in longitudinal section, showing 
radicle (germ); VJ seed in cross-section. (WINTON.) 


Determination of Casein.—Hammarsten Method Modified by Baier 
and Neumann.}—Extract 20 grams of the sample with ether, dry at room 
temperature, and weigh. Rub up to grams of the dry fat-free material 
with a small quantity of 1% sodium oxalate solution, wash into a 2s0-cc. 
graduated flask with about 200 cc. of the oxalate solution, heat to boiling, 
and make up nearly to the mark with boiling oxalate solution. Allow to 
stand 18 hours with occasional shaking, fill to the mark with cold oxalate 
solution, and filter through a dry paper. Pipette off too cc. of the filtrate, 
add 5 cc. of 57% uranium acetate solution and 30% acetic acid, drop by 
drop with constant stirring until a precipitate of casein begins to form, 


* Ann. fals., 4, p. 417. : 
} Zeits. Unters. Nahr. Genussm., 18, 1909, De r3. 
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then add 5 additional drops of the acid. Centrifuge, filter, wash free 
from oxalate with a solution containing in 100 cc. 5 grams of uranium 
acetate and 3 cc. of 30% acetic acid, and determine nitrogen in the filter 
and precipitate by the Kjeldahl or Gunning method. Calculate casein 
using the factor 6.37. 

Bolton and Revis * and Lythgoe ¢ have found this method satisfactory. 

Determination of Theobromine and Caffeine (Decker-Kunze Method).t 
—This combination of the Decker and the Kunze methods was first em- 
ployed by Winton, Silverman, and Bailey, and afterwards adopted by 
the Assn. of Official Agricultural Chemists. Boil 10 grams of the powdered 
material and 5 grams of calcined magnesia for 30 minutes with 300 cc. 
of water. Filter by the aid of suction on a Biichner funnel, using a round 
disk of filter paper. Transfer the material and paper to the same flask 
used for the first boiling, add 150 cc. of water, and boil 15 minutes. Filter 
as before, and repeat the operation of boiling with 150 cc. of water and 
filtering. Wash once or twice with hot water. Evaporate the united 
filtrates (with quartz sand if sugar be present) to Paes dryness in a 
thin glass dish of about 300 cc. capacity. § 

Grind to a coarse powder in a mortar provided with a suitable cover 
to prevent loss by flying. Transfer to the inner tube of a continuous 
fat extractor, and dry thoroughly in a water oven. Extract with chloro- 
form for 8 hours, or until the theobromine and caffeine are completely 
removed, into a weighed flask. It is important that the material be 
thoroughly dry, that an extractor be used that permits of a hot extraction, 
and that a considerable volume of chloroform passes through the material. 
Distil off the chloroform, and dry at 100° C. to constant weight. 

If the material be pure chocolate or cocoa, the extract thus obtained 
is practically pure theobromine and caffeine, but if the material is cocoa 
shells or a cocoa product mixed with a large amount of shells, the extract 
may be brown in color, due to the presence of considerable amounts of 
impurities. 

In either case, separate the caffeine by treating the extract in the flask 
at the room temperature for some hours with 50 cc. of pure benzol. 


* Fatty Foods, Phila., 1913, p. 317. 

+ Jour. Assn. Off. Agric. Chem., 1, 1915, p. 200. 

t Schweiz. Wchschr. Phar., 40, 1902, pp. 527, 541, 553; Conn. Agric. Exp. Sta. Rep., 
1902, Pp. 274. 

§ A “Hoffmeister Schalchen” may be used, or dishes may be made from broken flasks 
by making a scratch with a diamond and leading a crack from this scratch about the flask 


by means of a glowing springcoal. 
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Filter through a small paper into a tared dish, evaporate to dryness, and 
dry to constant weight at 100° C., thus obtaining the amount of caffeine. 

Determine theobromine by Kunze’s * method, as foliows: 

Add to the residue and paper 150 cc. of water, enough ammonia water 
to make the liquid slightly alkaline, and an excess of decinormal silver 
nitrate solution. Boil to half the original volume, add 75 cc. of water, 
and repeat the boiling. The solution should be perfectly neutral. If it 
contains the slightest amount of free ammonia, add water and boil until 
it is completely removed. 

Filter from the insoluble silver theobromine compound, and wash with 
hot water. In the filtrate determine the excess of silver nitrate by Vol- 
hard’s t method as follows: 

Add 5 cc. of cold saturated solution of ferric ammonium sulphate 
(ferric-ammonium alum), and enough boiled nitric acid to bleach the 
liquid. Titrate with decinormal ammonium sulphocyanide solution until 
a permanent red color appears. 

One cc. of decinormal AgNOs3 solution is equivalent to 0.01802 gram 
of theobromine. If the mixed alkaloids were colorless, the theobromine 
obtained by subtracting the weight of caffeine from the weight of the 
mixed alkaloids will usually agree closely with that obtained by silver 
titration. 

Determination of Crude Fiber.—Proceed as in the analysis of cereal 
products, using the residue from the ether extraction. 

Determination of Reducing Matters by Acid Conversion (Crude 
Starch).—Winton, Silverman, and Bailey.{ proceed as follows: Weigh 
4 grams of the material into a small Wedgwood mortar, add 25 cc. of 
ether, and grind with a pestle. After the coarser material has settled 
out, decant off the ether with the fine suspended matter on an 11-cm. 
paper. Repeat this treatment until no more coarse material remains. 
After the ether has evaporated, transfer the fat-free residue from the 
filter to the mortar by means of a jet of cold water, and rub to an even 
paste. Filter the liquid on the paper previously employed. Repeat the 
process of transferring from the filter to the mortar, grinding, and filtering, 
until all sugar is removed. In the case of sweetened cocoa products, 
* at least 500 cc. of water should be used. 


* Zeits. anal. Chem., 33, 1894. Dake 
{ Ibid., 13, 1874, p. 171. 
{ Conn. Agric. Exp. Sta., Rep., 1902, Du 2755 
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Transfer the residue to a 500-cc. flask by means of 200 cc. of water, 
and convert the starch into dextrose by Sachsse’s method (page 292). 

Cool the acid solution, nearly neutralize with sodium hydroxide solu- - 
tion, add 5 cc. of lead sub-acetate solution (page 610), make up to 250 
cc. and filter through a dry filter. To 100 cc. of the filtrate, add 1 cc. 
of 60% sulphuric acid, shake thoroughly, allow to settle, and filter through 
a dry filter. 

Determine reducing matters by Allihn’s method (page 632). 

_ Dubois,* instead of treating with ether as above described, shakes 
4 grams of the unsweetened product or 8 grams of the sweetened with 
too cc. of gasoline, and whirls in a centrifuge to separate from the insoluble 
matter. After decanting off the gasoline layer, sweetened products are 
treated in like manner with two portions of 100 cc. of water to remove 
the bulk of the sugar, and finally washed on the paper. 

Determination of Pure Starch.—Dvastase Method.—Remove the fat 
and sugar from 4 grams of the material by treatment with ether and water, 
as described in the preceding section, and determine starch in the residue 
by the diastase method (page 292). 

Revis and Burnett | employ a method with the following features: 
(1) takd-diastase is substituted for malt extract, (2) the solution containing 
dextrose and maltose into which the starch has been converted is cleared 
with acid mercuric nitrate, the excess being removed by sodium phosphate 
solution, (3) the copper-reducing power and polarization of the solution. 
are determined without acid conversion, and (4) the dextrose and maltose 
and from these the starch are calculated by appropriate formule. The 
authors obtain by this method lower results on cocoa shells than by the 
diastase method, which is consistent with the absence of starch as shown 
by microscopic examination. 

Determination of Pentosans.—See page 294- 

Determination of Sucrose and Lactose.—Dubois Method.{—Piace 
26 grams of the material in an 8-ounce nursing bottle, add about 100 cc. 
petroleum ether and shake for 5 minutes. Whirl in a centrifuge until 
the solvent is clear, draw off the same by suction and repeat the treatment 
with petroleum ether. Keep the bottle containing the defatted residue 
in a warm place until the petroleum ether is practically expelled. Add 
tco cc. water and shake until all the chocolate is loosened from the sides 


* U.S. Dept. of Agric., Bur. of Chem., Bul. 122, p. 214. 
t Analyst, 40, 1915, Pp. 429. 
t U. S. Dept. of Agric., Bur. of Chem., Circ. 66, Dakss 
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and bottom of the bottle and continue the shaking for 3 minutes longer. 
Add to cc. of lead subacetate solution (page 610), mix thoroughly and 
filter through a folded filter. Make the direct polariscopic reading (a) 
in a 200-mm. tube, then precipitate the excess of lead by dry potassium 
oxalate. Invert by one of the methods given on page 611, polarize, and 
multiply the invert reading by 2 to correct for dilution (0). Calculate 
the approximate percentages of sucrose (5) and lactose (L) by the follow- 
ing formulas: 


_ (a—b) X110 7p tXtto)—S 


2 0.79 


t 
142.06 —— 


From the sum of S and L calculate the approximate number of grams 
of total sugar G present in the 26 grams of sample taken and determine 


the factor X thus: 
| X =110+ (GXo0.62), 


in which 0.62 is the volume in cc. displaced by 1 gram of sugar in water 
solution: Applying this correction, 


SX LX 
True per cent sucrose=——. ‘True per cent lactose=—. 
: IIO 110 


The following method of solution may be substituted for that given 
above: 

Transfer 26 grams to a flask, add roo cc. water, cork, and heat in 
steam-bath for twenty minutes, releasing the pressure occasionally during 
the first five minutes. Twice during the twenty minutes shake thor- 
oughly so as to emulsify completely. Finally cool to room temperature, 
add to cc. lead subacetate solution, mix, and filter. 

Determination of Cocoa-Red.—Blyih Method.*—Make 2-3 grams of 
the fat-free sample into a paste with hydrochloric acid, add sufficient 
silver oxide to fix the hydrochloric acid, and extract in a Soxhlet extractor 
with too cc. of absolute alcohol. Cool, filter the alcoholic liquid, pre- 
cipitate with an alcoholic solution of lead acetate, collect the purple-black 
precipitate on a filter, and wash well with boiling water. Transfer the 
precipitate to a small flask, add 70% alcohol, and decompose the lead 


* Blyth, Foods: Their Composition and Analysis, London, 1909, p. 368. 
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salt with hydrogen sulphide. Drive off the excess of hydrogen sulphide 
by heating, filter, evaporate the filtrate, dry, and weigh. Purify by con- 
verting again into the lead salt and decomposing with hydrogen sulphide. 

Zipperer’s Method is more elaborate and requires correction for resin 
and phlobophene formed by the decomposition of the cocoa-red. 

Ulrich Method.*—Boil for 3 hours 1 gram of the dry, fat-free, finely 
powdered sample with 120 cc. acetic acid (50-51%) in a 300-cc. Erlen- 
meyer flask having a reflux condenser. Cool, make up to 150 cc. with 
water, shake, and allow to stand 12 hours. Filter through dry paper and 
boil 135 cc. of the filtrate with 5 cc. of concentrated hydrochloric acid 
and 20 cc. of a 20% ferrous chloride solution under a reflux condenser 
for to minutes. Cool quickly, pour into a beaker, allow to stand 6 hours, 
and filter through a weighed paper, washing with hot water until free 
from iron, dry 6 hours at 105° C., and weigh. 


ADULTERATION OF COCOA PRODUCTS AND STANDARDS OF PURITY. 


The following are the U. S. standards: Standard chocolate should 
contain not more than 3% of ash insoluble in water, 3.5% of erie fiber, 
and 9% of starch, nor less than 45% of cocoa fat. 

Standard sweet chocolate and standard chocolate coating are plain 
chocolate mixed with sugar (sucrose), with or without the addition of 
cocoa butter, spices, or other flavoring material, containing in the sugar- 
and fat-free residue no higher percentage of either ash, fiber, or starch 
than is found in the sugar- and fat-free residue of plain chocolate. 

Standard cocoa should contain percentages of ash, crude fiber, and 
starch corresponding to those of plain chocolate, after correcting for fat 
removed. 

Standard sweet cocoa is cocoa mixed with sugar (sucrose) containing 
not more than 60% of sugar, and in the sugar- and fat-free residue no 
higher percentage of either ash, crude fiber, or starch than is found in. 
the sugar- and fat-free residue of plain chocolate. 

The removal of fat, or the addition of sugar beyond the above pre- 
scribed limits, or the addition of foreign fats, foreign starches, or other 
foreign substances, constitutes adulteration, unless plainly stated on the 
label. 


* Inaug. Dis. Detmold, 1911; Arch. Pharm., 249, p. 524; Jour. Assn. Off. Agric. Chem., 


I, 1916, p. 550. 
Tt U. S. Dept. of Agric., Off. of Sec., Circ. 19. 
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The most common adulterants of cocoa are sugar and various starches, 
especially those of wheat, corn, and arrowroot. Starch is sometimes 
added for the alleged purpose of diluting the cocoa fat, instead of remov- 
ing the latter by pressure, thus, it is claimed, rendering the cocoa more 
digestible and more nutritious. Unless its presence is announced on 
the label of the package, starch should be considered as an adulterant. 
Cocoa shells are also commonly employed as a substitute for, or an adul- 
terant of, cocoa. Other foreign substances found in cocoa are sand and 
ground wood fiber of various kinds. Iron oxide is occasionally used as 
a coloring matter, especially in cheap varieties. 

Such adulterants as the starches and cocoa shells are best detected by 
the microscope. The presence of any considerable-admixture of sugar 
is made apparent by the taste. Mineral adulterants are sought for in 
the ash. 

Addition of Alkali—The amount of water soluble matter in cocoa 
is very small (about 20 to 25%), and in preparing the beverage, 
the desideratum aimed at is to produce as perfect an emulsion as possible. 
The legitimate means of accomplishing this is by pulverizing the cocoa 
very fine, so that particles remain in even suspension and form a smooth 
paste. Another means sometimes resorted to for producing a so-called 
‘soluble cocoa” is to add alkali in its manufacture, the effect being to 
act upon a part of the fat, and produce a more perfect emulsion with less 
separation of oil particles. Such treatment with alkali is regarded with 
disfavor, even if not considered as a form of adulteration. Cocoa thus 
treated is generally darker in color than the pure article. 

The use of alkali is usually rendered apparent by the abnormally high 
ash, and by the increased alkalinity of the ash, the latter constant being 
expressed in terms of the number of cubic centimeters of decinormal 
acid necessary to neutralize the ash of 1 gram of the sample. In pure, 
untreated cocoa, the ash rarely exceeds 5.5%, and the alkalinity of the 
ash is generally not more than 3.75. In cocoa treated with alkali, the 
ash sometimes reaches 8.5%, with the alkalinity running as high as 6 
or even 8. 

Microscopical Structure of Cocoa.—Fig.:80 shows elements of the 
powdered cocoa bean, both of the shell and of the kernel. The powder 
of the latter should constitute pure cocoa, with occasional fragments 
only of the shell. The irregular lobes constituting the kernel are each 
inclosed in a membrane made up of angular cells, filled with granular 
matter. (4), (5), and (6) show elements of the powdered cotyledons, 
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or seed kernels. The polygonal tissue of the cotyledon is shown in cross- 
section at (4). In the powder one finds also dark granular matter, bits 
of débris, and fragments, with masses of yellow, reddish-brown, and 
sometimes violet coloring matter, together with numerous starch granules 
and aleurone grains. 

The starch granules are nearly circular, with rather indistinct central 
nuclei, and range in size from 0.0024 to 0.0127 mm., averaging about 
0.007 mm. ‘They are more often found in single detached grains, but 
sometimes in groups of two or three. Occasional ‘spiral ducts, sf, are 
seen, but these are not abundant in the pure cocoa. 


fie tg _ep 


ep 
Fic. 80.—Cocoa under the Microscope. 

A. Powdered Cocoa under the Microscope. 125. (After Moeller.) 1, cross-section 
through shell parenchyma; 2, thick-walled cells; 3. epidermis of shell (surface section); 
4, cross-section of cotyledon tissue; 5, 6, cotyledon parenchyma; 7, starch. 

B. Cocoa Shell in Surface Section. X160. ep, epicarp; p, parenchyma of the fruit; 
qu, layer of transverse cells. (After Moeller.) 


The masses of color pigment are shown up with striking clearness, 
according to Schimper, by applying a drop of sulphuric acid to the edge 
of the cover-glass and allowing it to penetrate the tissue. The bits of 
coloring matter are for a short time colored a brilliant red, which, how- 
ever, soon fades. Ferric chloride colors them indigo blue. 

Schimper recommends mounting the powder in a drop of chloral 
hydrate, which soon renders most of the tissues transparent. It is some- 
times necessary to allow the chloral to act on the powder in a closed 
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vessel for twenty-four hours, before all the elements of pure cocoa are 
rendered transparent. If after that time opaque masses are still found, 
these are due to foreign material. 

Ammonia may be used instead of chloral with even better results, 
but this reagent requires longer treatment, soaking for several days or 
a week being sometimes necessary. 

Fig. 185, Pl. XVII, shows the microscopical appearance of genuine 
powdered cocoa with its variously sized starch grains and the débris of 
the ground cotyledons. Fig. 186 shows cocoa adulterated with arrowroot. 

Cocoa Shells.—A cross-section of the shell parenchyma and the stone- 
cell layer, also some of the numerous spiral ducts, all characteristic of the 
ground shell, are shown at 1, Fig. 80. 

The thick-walled stone-cells are shown in surface view at 2, and 
the spongy, outer seed-skin, composed of two layers, with elongated 
cells running crosswise to each other in striated fashion, and with the 
underlying hairs or so-called ‘‘ Mitscherlich bodies,” is shown at 3. 
The presence of an abnormally large number of yellow and brown frag- 
ments in the water-mounted cocoa specimen, even under small magnifi- 
cation, arouses suspicion of the presence of shells, the most distinctive 
elements of which are the spongy tissue, the stone-cells, and the abundant 
spiral ducts, the latter being scarce in pure cocoa powder. 

Cocoa shells are indicated on chemical analysis by the abnormally 
high ash, crude fiber and pentosans. 

Added Starch.—This can only be approximately determined by a 
careful examination with the microscope. Long experience will enable the 
analyst to familiarize himself with the appearance and abundance of 
starch grains of various kinds in a series of fields, so that he can roughly 
estimate the amount of each starch present in the mixture, by careful 
comparison with mixtures of known percentage composition. 

If the amount of starchy adulterant is considerable, evidence may be 
secured by determinations of starch by the diastase method and reducing 
matters by acid conversion. 

Added Sugar.—Any appreciable amount of added cane sugar is shown 
by the sweet taste. The amount of cane sugar may be determined by 
means of the polariscope, as described on page 415. 

An abnormally low ash is indicative of the addition of starch or 
sugar or both. 

Foreign Fat.—Certain mnaufacturers have found it profitable to 
remove a portion of the cocoa butter from chocolate and substitute for 
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it a cheaper fat, such as cocoanut oil, tallow or even paraffine. Such 
adulteration is detected by determination of the physcial and chemical 
constants of the fat obtained by extraction with ether. 

Dyes and Pigments, such as Bismarck brown and Venetian red, have 
been employed to hide the presence of diluents. They are detected by 
dyeing tests, and by examination of the ash. 


CHAPTER XII. 
SPICES. 


THESE aromatic vegetable substances are classed as condiments, and 
depend for their use on the pungency which they posses in giving flavor 
or relish to food. As such seasoning or zest-giving substances, they are 
of considerable importance dietetically, but from the fact that they are 
used in comparatively insignificant amount, the determination of their 
chemical composition or actual value as nutrients per se is of little im- 
portance to the food economist. 

Adulteration.—Formerly ground spices were subject to the grossest 
forms of adulteration, all kinds of cheap material being reduced to powders 
for the purpose, the aim being to match the genuine spice in color and 
general appearance. The foreign materials were for the most part de- 
tected by microscopic examination although chemical analysis furnished 
valuable corroboratory evidence. At present such frauds have for the 
most part disappeared in the United States, and the analyst is called 
on chiefly to examine spices for an excess of shells or fibrous material, dirt, 
and similar impurities, the presence of which indicates a low grade rather 
than intentional adulteration, or for exhausted spices. 

In a few instances the substitution of the products of inferior species 
or varieties belonging to the same family as those which yield the standard 
spice is still practiced. Examples are Bombay and Macassar mace sub- 
stituted for true or Banda mace, the seed of charlock substituted for the 
seeds of the more valuable species of the mustard family, and Spanish 
red pepper or pimiento substituted for the Hungarian product known as 
paprika. 

Microscopic and chemical examination is still necessary partly to 
detect the occasional fraud of the old type, which still may be practiced, 
and partly to distinguish varieties and grades and detect an excess of 
natural impurities. ; 

General Methods of Proximate Analysis.—The following methods 
common to all the spices are specially designed to determine quality or 
grade, or to detect adulteration. 

Methods of analysis peculiar to individual spices will be treated 
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under the discussion of the spice in question. For these determinations 
the spices should be powdered fine enough to pass.through a 60-mesh 
sieve. 

Determination of Moisture.—Richardson’s Method.*—Two grams of the 
sample are weighed in a tared platinum dish and dried in an air-oven 
at 110° to a constant weight, which generally requires about twelve hours. 
The loss in weight includes the moisture and the volatile oil. The latter 
is determined from the ether extract, as described on page 424, and 
deducted from the total loss to obtain the moisture. 

McGill { determines the moisture by exposure of a weighed portion 
of the sample im vacuo over perfectly colorless sulphuric acid. The spice 
gives up its moisture before the volatile oil comes off, and any appreciable 
amount of the volatile oil, when absorbed by the acid, causes the latter 
to be discolored, so that by carefully observing the beginning of the dis- 
coloration, and removing the sample, the loss due to moisture may be 
obiained by weighing at the proper stage. The abstraction of the -mois- 
ture in ihis manner requires about twenty-four hours. 

Determination of Ash.—Two grams of the spice are burned in a 
platinum dish heated to faint redness on a piece of asbestos paper by 
means of a Bunsen burner. The burning is best finished in a muffle 
furnace. If the ash contains an appreciable amount of carbon, it is 
exhausted on a filter with hot water, and the filter with the residue is 
burnt in the dish previously used. After adding the aqueous extract 
and a few drops of ammonium carbonate solution, the whole is evaporated 
to dryness and ignited at a faint red heat. 

The Water-soluble Ash { is found by boiling the total ash as above 
obtained with so cc. of water, and filtering on a tared Gooch crucible, 
the insoluble residue being washed with hot water, dried, ignited, and 
weighed. The insoluble ash, subtracted from the total, leaves the water- 
soluble ash. 

Sand.—This is assumed to be the percentage of ash insoluble in 
hydrochloric acid. The ash from 2 grams of the substance, obtained as 
above described, is boiled with 25 cc. of 10% hydrochloric acid (specific 
gravity 1.050) for five minutes, the insoluble residue is collected on a 
tared Gooch crucible, thoroughly washed with hot water, and finally 
dried and weighed. 

a eae eee 
* U.S. Dept. of Agric., Div. of Chem., Bul. 13, pt. 2, p. 165. 


+ Canada Dept. of Inland Rev., Bul. 73, P- 9- 
¢ Conn. Agric. Exp. Sta., Rep. 1898, p. 186. 
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Lime is determined from the ash as directed on page 312, having first 
separated the iron and phosphates. 

The sulphuric acid due to calcium sulphate (added as an adulterant) 
is determined by precipitation with barium chloride of a very weak hydro- 
chloric acid solution of the ash, the separated barium sulphate being 
washed, dried, ignited and weighed. 

Ether Extract.—Toztal, Volatile, and Non-volatile.*—Two grams of the 
air-dry, powdered substance are placed in some form of continuous 
extraction apparatus, such as Soxhlet’s or Johnson’s (Chapter IV), 
and are subjected to extraction for sixteen hours with anhydrous, alcohol- 
free ether.t The ether solution is then transferred to a tared evaporating- 
dish, and allowed to evaporate spontaneously at the temperature of the 
room. After the disappearance of the ether, the evaporating-dish is 
placed in a desiccator over concentrated sulphuric acid and left over 
night, or for at least twelve hours, after which it is weighed, the residue 
in the dish being regarded as the total ether extract. 

The dish and its contents are then subjected to a heat of about 100° C. 
for several hours, taking a long time to bring the temperature up to that 
point so as to avoid oxidation of the oil. Finally heat at 110°C. till the 
weight is constant. The final residue is the non-volatile, and the loss 
in weight the volatile ether extract. 

Alcohol Extract.—Method of Winton, Ogden, and Mitchell.t—Two 
grams of the powdered sample are placed in a 1oo-cc. graduated flask, 
which is filled to the mark with 95% alcohol. The flask is stoppered and 
shaken at half-hour intervals during eight hours, after which it is allowed 
to stand for sixteen additional hours without shaking, and the contents 
poured upon a dry filter. Of the filtrate, 50 cc. are evaporated to dry- 
ness in a tared platinum dish on the water-bath, and heated at 110°C. 
in an air-oven to constant weight. This method, while only approxi- 
mate, is so much simpler than the tedious operation of continuous extrac- 
tion, considering the long time required, that it is regarded as preferable 
for ordinary work, and, unless great care is taken, is nearly as accurate. 

Determination of Nitrogen.—This, in spices other than pepper, is 
best done by means of the Gunning or Kjeldahl method. 


* Richardson, U. S. Dept. of Agric., Div. of Chem., Bul. 13, p- 165. 
{ Petroleum ether may be used, yielding results which differ but slightly from those 
obtained with ethyl ether. As the latter has been used in the analyses of a large number 


of samples of spices, if these analyses are to be taken for standards of comparison it is evi- 
dent that the same solvent should be used. 


¢ Conn. Agric. Exp. Sta., Rep. 1898, p. 187. 
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Determination of Starch.—In spices like white pepper, ginger, and 
nutmeg that normally contain a high content of starch and very little 
other copper-reducing matter, the direct acid conversion process of starch 
determination is satisfactory. 

In spices normally free from starch, such as cloves, mustard, and 
cayenne, where a starch determination indicates the amount of a foreign 
starch present as an adulterant, it is safer to use the diastase process. 

Four grams of the powdered sample are extracted on a filter-paper 
(fine enough to retain all starch particles) first with five successive por- 
tions of to cc. of ether, then with 150 cc. of 10% alcohol. Owing to 
difficulty of filtering in the case of cassia and cinnamon, Winton recom- 
mends that all washing in the determination of starch in these substances 
be omitted. The residue is washed from the filter-paper by means of 
a stream of water into a soo-cc. flask, if the direct acid conversion method 
is used, using 200 cc. of water; 20 cc. of hydrochloric acid (specific 
gravity 1.125) are added, and the method from this point on followed, 
as detailed on page 292. 

If the starch is to be determined by the diastase method, wash the 
residue from the filter-paper into a beaker with 100 cc. of water, and 
proceed as on page 292. 

Determine the dextrose in either case by the Defren or Allihn methods 
or volumetrically, and convert dextrose to starch by the factor 0.9. 

Determination of Crude Fiber. — Two grams of the substance are 
extracted with ordinary ether (or the residue left from the determination 
of the ether extract may be taken) and subjected to the regular method 
for determining crude fiber, by boiling successively with acid and alkali 
(page 286). 

McGill recommends the use of the centrifuge in separating the crude 
fiber, after boiling with the alkaline solution. 

Determination of Volatile Oil— Method of Girard and Dupré.*— 
The spice is mixed with water and subjected to distillation, receiving 
the distillate in a graduated cylinder. The volume occupied by the 
essential oil (which is immiscible with water) can be thus read off and 
its content roughly determined. If the volatile oil is slightly soluble 
in water, separate out the water layer, having first read the volume of 
the oil layer, and extract the aqueous solution with petroleum ether. 
Evaporate the petroleum ether extract to dryness at room temperature 


—_ 


* Analyse des Matieres Alimentaires, znd ed., p. 787. 
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in a tared dish, and add the volume due to the weight of the residue to 
the volume read off in the graduate. 

_ Microscopical Examination of Powdered Spices. — As a rule few 
microscopical reagents are necessary in the routine examination of 
powdered spices for adulteration, unless a more careful study of the 
structure than is necessary to prove the presence of adulterants is desir- _ 
able. The simple water-mounted specimen is usually sufficient to show 
the purity or otherwise of the sample. If in doub: as to the presence of 
starch in small quantities, iodine in potassium iodide should be applied 
to the specimen, well rubbed out under the cover-glass. 

The tissues may be cleared by adding to the water mount a small 
drop of 5% sodium hydroxide, or by soaking a portion of the spic2 for a 
day in chloral hydrate solution. A valuable means of clearing dense 
tissues is to boil about 2 grams of the material successively with dilute 
acid and alkali as in the crude fiber process (p. 286), decanting (not 
filtering) the solution after each boiling. 

The presence of occasional traces of a foreign substance, when viewed 
under the microscope, is hardly sufficient to condemn the sample as 
adulterated, since such traces are apt to be accidental. 

Composition of Miscellaneous Spice Adulterants.—The chemical 
analyses of various spice adulterants commonly met with are given on 


page 427. 
CLOVES. 


Nature and Composition.—Cloves are the dried, undeveloped flowers 
of the clove tree (Caryophyllus aromaticus or Eugenia caryophyllata), 
which belongs to the myrtle family (Myrtacee). The tree is an evergreen, 
from twenty to forty feet in height, cultivated extensively in Brazil, Cey- 
lon, India, Mauritius, the West Indies, and Zanzibar. Its leaves are 
from 7.5 to 13 mm. long, and its flowers, of a purplish color, grow in 
clusters. ‘The green buds in the process of growth change to a reddish 
color, at which stage they are removed from the tree, spread out in the 
sun, and allowed to dry, the color changing to a deep brown. Each 
whole clove consists of a hard, cylindrical calyx tube, having at the top 
four branching sepals, surrounding a ball-shaped casing, which consis‘s 
of the tightly overlapping petals, and within which are the stamens and 
pistil of the flower. In taste the clove possesses a strong and peculiar 
pungency. One of its most valuable ingredients is the vclatile clove 
oil. ‘This is composed largely of ewgenol (C,,H,,O,), which forms 70 to 
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Ash, Ether Extract. 
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85 per cent of the oil, and a sesquiterpene known as caryophyllene. 
There are also in cloves a notable amount of fixed oil and resin, and also 
a peculiar form of tannin. 

Very few complete analyses of cloves are on record. Richardson { 
seems to have been the earliest worker in the field to give anything at 
all satisfactory in the way of a number of determinations of value. 

The following are maximum and minimum figures from the tabu- 


lated results of Richardson’s analyses: 


* Winton, Ogden, and Mitchell, Conn. Exp. Sta. An. Rep., 1898, p. 210. 
{ Doolittle, Mich. Dairy and Food Dept. Bul. 94, 1903, Pp. 12. 
U.S. Dept. of Agric., Div. of Chem., Bul. 13. 
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McGill * gives tables of analyses of pure and adulterated samples of 
cloves. Analyses of upwards of twenty samples of genuine cloves, both 
whole and ground, from these tables show the following maximum and 
minimum figures: 


Maximum. 


IMiGIStULEs 5 cia leis clatate eievatelcreletpereietelersrs 


McGill also made analyses of whole cloves of several varieties, the 
fcilowing table being a summary of his results: 


No. of : Total | volatile rae Fixed 
Analiyéose | Motntaren FV elaie On. ive Oil. 
: Matter. 

Penang cloves: Maximum..... 8 Tea 24.3 17-2 28.2 12.0 
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Minimum... . aoe 4-1 18.6 Leer PS) 8.0 

Meanie eevee ae 5-7 2te7 16.0 25-5 9.6 


Maximum and minimum figures of thirteen samples of unadulterated 


cloves, as purchased from retail dealers in Connecticut and analyzed 
by Winton and Mitchell,t are as follows: 


—_— 


* Canada Inland Rev. Dept. Bul. 73. 
{ Conn. Exp. Sta. Rep., 1898, pp. 176-177 
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Winton, Ogden, and Mitchell * give more complete analyses of eight 
samples of whole cloves of known purity, representing Penang, Amboyna, 
and Zanzibar varieties, and two samples of clove stems, as follows: 
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The Tannin Equivalent in Cloves—The amount of tannin in cloves 
was shown by Ellis to be so constant as to be of valuable assistance as a 
guide to their purity. The actual determination of tannin is, however, 
a long and difficult proceeding, and Richardson ¢ has pointed out that 
it is not necessary, but that simply using the first part of the Lowenthal 
tannin process, and noting the “oxygen absorbed” as expressed by the 
oxidizing power of permanganate of potash on the material after extrac- 
tion with ether, is quite as useful as determining the tannin, and is in 
effect proportional to the tannin present. The result is sometimes 
expressed as in Richardson’s figures above, as the oxygen equivalent, or 
as quercitannic acid. 

Determination of Tannin Equivalent.{—Reagents: Indigo Solution.— 
Six grams of the indigo salt § are dissolved in 500 cc. of water by heat- 

Tenn in: Ne, Gap EEC PLL, ap 
+ U.S. Dept. of Agric., Div. of Chem., Bul. 13, p. 167. 


t U.S. Dept. of Agric., Bur. of Chem., Bul. 65, p. 60; Bul. 107 rev., p. 164. 
§ The quality of the indigo used is of great importance since with inferior brands it is 
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ing. After cooling, 50 cc. of concentrated sulphuric acid are added, 
the solution made up to a liter and filtered. 

Standard Permanganate Solution.—Dissolve 1.333 grams of pure 
potassium permanganate in a liter of water. This should be standardized ' 
by titrating against to cc. of tenth-normal oxalic acid (6.3 grams pure 
crystallized oxalic acid in 1,000 cc.), diluted to 500 cc. with water, heated 
to 60° C., and mixed with 20 cc. of dilute sulphuric acid (1: 3 by volume). 
The permanganate solution is added slowly, stirring constantly, till a 
pink color appears. 

Two grams of the material are extracted for twenty hours with pure 
anhydrous ether. The residue is boiled for two hours with 300 cc. of 
water, cooled, made up to 500 cc., and filtered. 

Twenty-five cc. of the filtrate are pipetted into a 1200-cc. flask, 750 cc. 
of distilled water are added and 20 cc. of indigo solution. 

The standard permanganate solution is then run in from a burette 
a drop at a time with constant shaking, until a bright golden yellow color 
appears, which indicates the end-point. Note the number of cubic cen- 
timeters required, represented by (a). 

In a similar manner determine the number of cubic centimeters of 
standard permanganate solution consumed by 20 cc. of the indigo solu- 
tion alone, represented by (0), and subtract this from (qa). 

The oxygen equivalent, or, as it is sometimes called, the ‘‘oxygen 
absorbed,”’ is calculated from the equivalent in tenth-normal oxalic acid 
of the number of cubic centimeters of standard permanganate repre- 
sented by a—b. 10 cc. of tenth-normal oxalic acid are equivalent to 
0.008 gram of oxygen absorbed, or 0.0623 gram of quercitannic acid. 

Microscopical Examination of Cloves.—Unless the finely powdered, 
water-mounted sample is well rubbed out under the cover-glass, many 
of the masses of cellular tissue will be too dense to recognize. With a 
little care, however, it is possible to make a very satisfactory water mount, 
though by soaking for twenty-four hours in chloral hydrate solution the 
more opaque masses are rendered very translucent. 

Fig. 81, from Moeller, shows some of the characteristics of powdered 
cloves. The outer skin of the calyx tube is shown at (1) with its polyg- 
onal cells and large oil spaces showing through them; (2) shows the 
epidermis of the outer part of the lobes or wings of the calyx, with stomata 


impossible to get a sharp end-point. The indigo solution should be made from the very 
best variety of sulphindigotate, which may be obtained from Grueber & Co., of Leipzig, or 
Gehe & Co., of Dresden, under the name of carminium ceruleum. 
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surrounded by irregularly shaped cells; (3) represents the epidermis 
of the petals, with crystals of calcium oxalate; a cross-section of the epl- 
dermis of the calyx is shown at (4); (s) shows the parenchyma, with 
calcium oxalate crystals and with one of the slender spiral ducts; (6) 
and (7) represent in cross-section and longitudinal section respectively 
the parenchyma of the middle layers of the ovary, one of the rounded 
triangular pollen grains being shown at (12). 


A Sees 


Fic. 81.—Powdered Cloves under the Mieroscope. 125. (After Moeller.) 


Characteristics of clove stems, which are frequently used as adulter- 
ants of cloves, are found in (8), (9), (10), and (11). Stone cells of 
the outer skin and the inner portion of the clove stem are shown 
at (8) and (9) respectively; (10) shows one of the vascular ducts, 
and (11) two of the bast fibers. Both the vascular ducts and the 
stone cells are very characteristic of clove stems. Pure cloves have no 
stone cells and comparatively few bast fibers. Stems under the micro- 
scope show a large number of bast fibers and frequent stone cells, the 
latter being of a distinctly yellow color. 

A plain water-mounted slide rarely shows all the structural details 
depicted in Fig. 81, but is nearly always sufficiently characteristic to 
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prove the purity of the sample. Fig. 220, Pl. XXV, shows the actual 
appearance of powdered cloves, mounted in water and examined under 
a magnification of 130. The general appearance of the cellullar tissue 
is that of a loose, spongy mass filled with brown, granular material. 
Throughout the masses of tissue are to be seen small oil globules. 

Cloves have no starch whatever. Aside from the stems, cloves 
are sometimes adulterated with clove fruit or ‘‘mother cloves,” which 
have a small amount of a sago-like starch, and also contain some stone 
cells. 

The U. S. Standard for pure cloves is as follows: Clove stems not more 
than 5%; volatile ether extract not less than 15%; quercitannic acid, 
calculated from the total oxygen absorbed by the aqueous extract, not 
less than 12%; total ash not more than 7%; ash insoluble in hydrochloric 
acid not more than 0.5%; crude fiber not more than 10%. 

Adulteration of Cloves.—Clove Stems are frequently present in cloves 
and possess considerable pungency. They are commonly identified under 
the microscope by the large number of bast fibers and stone cells. 

Allspice, being considerably cheaper than cloves, is sometimes used 
as an adulterant. It is readily recognized by the characteristics described 
on page 436. 

Other Adulterants reported in cloves are cereal products (especially 
corn and wheat) and ginger (for the most part ‘‘ exhausted’’). Besides 
the above, pea starch, rice, turmeric, charcoal, sand, pepper, ground 
fruit stones, and sawdust have been found in samples of cloves examined 
in Massachusetts. 

Exhausted Cloves, both whole and in powdered form, are not infre- 
quently found on the market. These have been deprived of a portion 
of the volatile oil, and are much less pungent than the pure article, so 
that the difference in taste between the two varieties is quite marked. It 
is, however, rare that powdered cloves are sold consisting entirely of 
the exhausted variety, the more common practice being to mix from 
to to 25% of exhausted cloves with the pure powder, so that the sophistica- 
tion is less apparent. 

A determination of the volatile oil is the only reliable means of show- 
ing whether or not the material has been wholly or in part exhausted, 
though Villiers and Collin claim that under the microscope an exhausted 
sample of cloves shows the oil glands to be nearly empty, or to inclose 
much smaller droplets of oil than the pure variety. 
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With the exception of exhausted cloves, the presence of nearly 
every foreign ingredient is best and most quickly shown by the use of 
the microscope, though much information as to the purity of the sample 
can be gained by the ether extract, the percentage of ash, and of crude 
fiber.* 

Cocoanut Shells.—Figs. 226 and 227, Pl. XXVII, show samples of cloves 
adulterated with ground cocoanut shells. ‘The long, spindle-shaped, yellow- 
brown and deeply furrowed stone cells of the adulterant with their thick 
walls and central branching pores are unmistakable. The dark-brown 
contents of the cells turn reddish brown when treated with potassium 
hydroxide. The anatomy of the cocoanut, including the shell, has been 
carefully studied by Winton.t+ 

Fig. 82, after Winton, shows elements of powdered cocoanut shell 
under the microscope. st are the dark, elongated, yellow, porous stone 


S 


Fic. 82.—Cocoanut-shell Powder. st, dark-yellow stone cells with brown contents; 
t, reticulated trachea; sp, spiral trachea; g, pitted trachea; w, colorless, and br, 
brown, parenchyma of mesocarp; /, bast fibres, with stegmata (ste). 160. (After 


Winton.) 
cells with their brown contents, these stone cells being the most dis- 
tinctive characteristic of the ground shells. ¢, sp, and g are the various 
forms of trachea; w and Or are respectively colorless and brown paren- 
chyma of the mesocarp or outer coat, portions of which always adhere 
to the nutshell and are ground with it. 


* Note especially the sharp distinction between these values in the case of pure cloves 


and of clove stems in Richardson’s table. 
+ The Anatomy of the Fruit of the Cocoanut. Conn. Exp. Sta. Rep., rgor, p. 208. 
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Fig. 264, Pl. XXXVI, shows a photomicrograph of powdered cocoanut 
shells, mounted in gelatin, The long, spindle-shaped stone cells are 
especially apparent, 

Ground cocoanut shells have been used in various spices besides 
cloves, especially allspice and pepper. In the following tabulated 
results of analyses by Winton, Ogden, and Mitchell * are shown the wide 
deviation between the chemical constants of cocoanut shells and several 
of the spices in which they appear as adulterants. 


Psa Cloves. | Allspice. | Nutmeg. etree: 
WRIS osccescoonenbussndocapacoegco ceo I1.96 Tao 9.78 3.63 7.30 
Whol QE; opps oobosdcdosoGanbcooRgedGEN 4.76 5-92 4.47 2.28 0.54 
Ashysolubple an waters crisris reli sieeer 2.54 3.58 Dyn Lg 0.86 0.50 
Ash insoluble in hydrochloric acid... ..... 0.47 0.06 0.03 0.00 ©.00 
Wolatilevethemextract mammie:eiseicieisii I.14 19.18 4:05 2.02 |] 0.00 
INon=volatilevether extract: sce re 8.42 6.49 5.84 36.70 0.25 
MicoholNextractamarveisises atone eters 9.62 14.87 Lr79 10.77 eens) 
Reducing matters, as starch, acid conversion| 38.63 8.99 18.03 25 50 20288 
Starch by diastase method. .............. 34.15 2.74 BON | BR. 9 0.73 
(GHicloiiler, Avoscsscosoodescons6oubo0abe 13.06 Bio idey || BALES) 2.51 56.19 
MotalenitrOr en aryea oer mre ae reese a 2.26 0.99 0.92 1.08 0.18 
Oxygen absorbed by aqueous extract......} ..... Bye) Te 2A |Meneen 0.23 
Quercitanniclacidiequivalentym.i seek 18.19 On LM ie ccrncest 1.83 


ALLSPICE, OR PIMENTO,. 


Nature and Composition.—Allspice is the dried fruit of the Eugenia 
pimenta, an evergreen tree belonging to the same family (Myrtacee) 
as the clove. It is indigenous to the West Indies, and is especially cul- 
tivated in Jamaica. 

The allspice berry is grayish or reddish brown in color, and is hard 
and globular, measuring from 4 to 8 mm. in diameter, being surmounted | 
by a short style. This is imbedded in a depression, and around it are 
the four lobes of the calyx, or the scars left by them after they have fallen 
off. The berry has a wrinkled, ligneous pericarp, with many small 
excrescences filled with essential oil. The pericarp is easily broken 
between the fingers, showing the berry to be formed of two cells with a 
single, brown, kidney-shaped seed in each, covered with a thin, outer 
coating, inclosing an embryo rolled up in a spiral. 

The berries are gathered when they have attained their are size, 


but before becoming fully ripe. If allowed to mature beyond this stage, 
some of the aroma is lost. 


* Conn. Ag. Exp. Sta. Rep., rgoz, p. 225. 
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Though considerably less pungent than other spices, allspice possesses 
an aroma not unlike cloves and cassia. In chemical composition it most 
resembles cloves, containing both volatile oil and tannin; but, unlike 
cloves, it contains much starch, the starch being contained in the seeds. 
The volatile oil of allspice is very similar to clove oil. It is slightly levo- 
rotary, and is composed of eugenol and a sesquiterpene not determined. 
It is present in allspice to the extent of 3 to 4.5 per cent. The boiling- 
point of the oil is 255°C. 

Authoritative full analyses of allspice are even more meager than 
of cloves. Analyses of one sample of whole allspice and five samples 
of the ground spice, made by Richardson,* are thus summarized: 


=e | 
& F Sse 
: & 8d : a © as | 4 
2 a Se =O 58 PS lan ee Z am 6m 
WWiholepresss ase 6.19 | 4-01 | 5.15 | 6.15 | 59.28 14.83| 4.38 | -70 | 10.97 2.81 
Ground 
Maximum..... 8.82 | 5.53 | 3.32 | 6.92 | 58.24] 18.98] 5.42] .87 | 12.74] 3.36 
Minimum ..... Cas Eales ASE 2 O7 S277) 50 -o0ln a4 5] 403 BOVE | 136074) Paws 
| 


Seventeen samples of unadulterated allspice, as sold on the Connect- 
icut market, were analyzed by Winton and Mitchell,t with maximum 


and minimum results as follows: 


Maximum. Minimum. 


Insoluble in hydrochloric acid (sand). . 
Ether extract, volatile 
Ether extract, non-volatile 


Three samples of pure whole allspice were more fully analyzed by 
Winton, Mitchell, and Ogden with the results given on page 436.4 

The Tannin Equivalent in Allspice.—Tannin is present in allspice, 
though to a less extent than in cloves. The exact amount present is 
rarely determined, but rather the “‘ oxygen equivalent,” or quercitannic 
acid, as explained on page 429, the determination being carried out as 


there detailed. 


* U.S. Dept. of Agric., Div. of Chem., Bul. 13, p. 229. 
'} An. Rep. Conn. Exp. Sta., 1898, pp. 178, 179. 
t Ibid., pp. 208, 209. 
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Ash. Ether Extract. 
; Alcohol 
Moisture. Extract. 
Soluble | Insoluble 5 Non- 
cove! in Water. in HCl. eS volatile. 
Maximum lereretereleteleleretele 10.14 | 4.76 2.69 0.06 5-21 GD 1427 
[Muinimauiiwerertetetetee siete OSG) || hoki; 2.29 ©.00 3-38 4-35 7.39 
Average....--.--+++-- 9:78 | 4-47 2-47 0.03 4-05 5-84 II.79 
Reems Oxygen 
atters O- 
by Acid Sra Crude | Nitrogen, as pees Total 
Conver- | Diastase.| Fiber. 6.25. | Gus Bx Acid. Nitrogen. 
sion, as tract. 
Starch. 
ippalembinls 6 6 S55056006 20.65 3-76 23.98 6.37 I-59 12.48 I-02 
Vitae eereyeeiete tere 16.56 eo 20.46 | 5.19 1.03 8.06 | 0.83 
PAVIA Ctraielesyolclalaretsiciers 18.03 3-04 2 22 Oe ee 21715 1.24 9-71 0.92 


Microscopical Examination of Powdered Allspice.—By soaking the 
powder twenty-four hours or more in chloral hydrate, many of the harder 
portions are rendered much more transparent than would otherwise 
be possible. Fig. 83, after Moeller, shows the microscopical structure 
of various elements that go to make up allspice powder. 

The epidermis, or outer layer of the berry with its small cells, is shown 
in cross-section at (1a) and in surface view at (2). Just beneath the 
outer coat are the large oil spaces (10) and still further below the stone- 
cells (1c). The fruit parenchyma (3) has vascular tissues running through 
it. (4) and (5) are the inner epidermis and stone cells of the dividing 
partitions between the seeds. Small hairs connected with the outer 
epidermis are shown at (6). (7) and (8) show in cross-section a portion 
of the seed-shell and inclosed seed or embryo, with the starch (8a) and 
the colored lumps of gum or resin (80) of a port-wine color. These colored 
cells exist in the seed coating, and, although only one is here shown, 
constitute a very important and striking characteristic of allspice. (9) 
represents the spongy parenchyma of the seed shell, and (10) shows its 
epidermis. In the parenchyma of the fruit and of the partitions between 
the cells are seen, but not always plainly, minute crystals of calcium oxa- 
late (see (4) and (s)). 

These details so closely drawn by Moeller are idealized, but serve 
well to indicate what should be looked for. In practice the water- 
mounted specimen shows all the characteristics necessary to identify 
pure allspice, and most if not all its adulterants. In fact pimento is one 
of the easiest spices to identify under the microscope, by reason of its 
striking characteristics. 
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Three distinctive features are especially typical, viz.: First, the starch 
grains, which are very uniform in size, measuring about 0.008 mm. in 
diameter, being nearly circular as a rule, and often arranged in groups 
not unlike masses of buckwheat starch. Ordinarily these masses con- 
tain fewer granules than do those of buckwheat. The granules are 


Fic. 83-—Powdered Allspice under the Microscope. 125. (After Moeller.) 


smaller and more inclined to the circular than to the polygonal form, 
while in many cases they have distinct central hila. The starch grains 
are very numerous and are found in nearly every field. See Fig. 195, Pl. 


XIX. : 
A second distinctive feature of allspice is the stone cells, of which there 


are many. ‘These are more often colorless, and in most cases very large 
and plainly marked. They are sometimes seen singly and at other 
times grouped together. Frequently they are attached to pieces of brown 


parenchyma. 
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The third and most characteristic feature of allspice powder under 
the microscope is the striking appearance of the lumps of gum or resin, 
which are of a more or less deep port-wine or amber color and are con- 
tained in the middle layers of the seed coat. These cells are very striking, 
occurring sometimes in isolated bits, and in other cases in aggregations 
of from 2 to 4 or even 6 to 8 cells. These resinous lumps appear plainly 
in Fig. 194, Pl. XIX. Droplets of oil are occasionally seen, but not in 
profusion. As a rule the oil is forced out of its large containing cells 
and into the surrounding tissue by the process of drying. . 

U. S. Standards.—According to the U. S. standard for allspice, quer: 
citannic acid should not be less than 8%, total ash not more than 6%, 
ash insoluble in hydrochloric acid not more than 0.4%, crude fiber not 
more than 25%. 

Adulteration of Allspice.—The most common adulterants reported in 
powdered allspice are cocoanut shells and the ceréal starches. Besides 
these the writer has found in Massachusetts, peas, pea hulls, exhausted 
ginger, cayenne, olive stones, pepper, and turmeric. To this list may 
be added clove stems, which are on record as a not uncommon adulterant 
in some localities. All of these are to be readily recognized by a care- 
ful microscopical examination. 


CASSIA AND CINNAMON. 


Nature and Composition.—The terms cassia and cinnamon are inter- 
changeable in commerce, though, strictly speaking, they represent two 
separate and distinct species of the genus Cinnamomum, belonging to 
the laurel family (Lauracee). ‘True cinnamon is the bark of Cinnamo- 
mum zeylanicum, a tree from 20 to 30 feet high, having horizontal or 
drooping branches, and native to the island of Ceylon, but cultivated 
also in some parts of tropical Asia, in Sumatra, and in Java. The entire 
yield of pure Ceylon cinnamon is extremely small, and but little of it 
is found in this country. It is the very thin, inner bark of the tree, and 
is of a pale, yellowish-brown color, being found on the market in long, 
cylindrical, quill-like rolls or pieces, the smaller rolls being inclosed in 
the larger. The outer surface is marked by round dark spots, corre- 
sponding to points of insertion of the leaves, and it is also furrowed length- 
wise by somewhat wavy, light-colored lines. The inner surface of the 
bark is darker colored, and has no lines. In thickness the bark varies 
from 1.5 to 3 mm. Both the inner and outer coatings of the bark of 
Ceylon cinnamon are usually removed in the process of preparation, so 
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that it is of a much cleaner and more even texture than the cassia bark, which 
is thicker and heavier by reason of the outer cork layer usually left on it. 

The cheaper and more common cassia is the bark of the Cinna- 
momum cassia, which comes from China, Indo-China, and India. It is 
of a darker color than. that of cinnamon, of coarser texture, and as 
a rule about four times as thick. Most varieties of cassia bark are less 
tightly rolled than cinnamon, and are not arranged one within the other 
in layers. The outer surface is marked by elliptical spots left by the 
leaves, and by small, dark-brown, wart-like protuberances. Cassia does 
not have the wavy, light-colored lines found in the cinnamon. Both 
cinnamon and cassia barks are very aromatic in taste, somewhat astrin- 
gent, and slightly sweet. 

Cassia buds are the dry flower buds of China cassia, and are found 
in the market both in whole and in powdered form. Powdered cassia 
often consists of a mixture of several varieties of bark, while the cheaper 
grades sometimes contain an admixture of the ground buds. 

The best grade of cassia is that from Saigon, a much cheaper, from 
Batavia, while the cheapest is the China cassia. 

The odor of cassia and cinnamon bark is due to the volatile oil, of 
which from 1 to 2 per cent is usually found. Cassia and cinnamon oil 
greatly resemble each other, the principal constituent in either case being 
cinnamic aldehyde, C,H,CH:CH.CHO. Besides this, one or more esters 
of acetic acid are present. Both oils are very pungent and intensely sweet. 

Starch is present in cassia to the extent of from 16 to 30 per cent. 
A very small amount of tannin is found, as well as cinnamic acid and 
mucilaginous matters. Cassia buds are somewhat similar in com- 
position to the bark. They have, however, less starch and crude fiber, 
and higher contents of volatile oil and nitrogen than the bark. 

Richardson * has made analyses of a few samples of pure whole cinna- 
mon and cassia, from which the following are taken: 


| 


: 2 |6 mie Sa} 3 

Pes taseal Reon tase clas (ihe 
ATIMVANTL OMe =f etalole «Val =1~ =40| 4-55 | £-05 | "1-06 | 33-08] 2-98 |) 51-28, = 48 
"ab eae : pe OOO IOS oe 3.40 282) |eres8 |) 2520313801! SO.SAl 02 
Gassia budSse--~----4----~---= 4-79| 5-58 | 3-59 | 5-21 | 8.60] 7.00 | 65.23) 1-12 

ia bark (4 samples): 

pee eee 7 eS Rite rs ae 17245) 3-23 | 3251 || 2.38 | 20-20] 4-55 | 65-33) -73 
Minimum <2. ..-2---<-..---- | 9-32| 2-48 | -55 | -74 |, 14.33] 2-63 | 48.65) - .42 


* U.S. Dept. of Agric., Div. of Chem., Bulseue;sps2ave 
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Winton, Ogden, and Mitchell’s * results of analyses of whole samples 
of cinnamon, cassia, and cassia buds are thus summarized: 


Ash. Ether Extract. 
Moisture. | Scluble ae 
‘Total. ee epee Volatile. | J ojatile. 
Ceylon cinnamon (6 samples) 
Mb iewanHTS 56.55 aneoocenonlses 10-48 | 5.99 Pt p 0.58 1.62 1.68 
IM bintinanian Sree dadasuoseeeds 370) 4.16 I.40 0.02 0.72 I-35 
INVENT. oases onc 6600 BeOgnOos SP Ogee Aao2 1.87 0.13 1.39 1.44 
Cassia bark (20 samples): 
IMGR ole bis eooeoodooKoDoOES II.Q1 6.20 3.1519) De) Gees 4-13 
IM Bistro Son aga SOOBOr Od Gage || Bee Ont 0.02 0.93 E332 
PNY CLA CE erttelersteveyetis cies sisiele olor O=24 aleaa73 1.68 0.56 Prop Dalz 
Cassia buds (2 samples): ; 
INVETALC aegme ore cisiaicic. oreo sersieee WG | Anos 2.88 0.27 3-88 5-96 
eee 
ea gears Nitrogen, Total 
pele ae es a Riba. x ee. Nitrogen. 
as Starch. 
Ceylon cinnamon (6 samples): 
Maximus. sss2 steras iste ois is oot 13.60 22.00 38.48 4.06 0.65 
INA TNaare ate tel = eyerata eae ele ketalelaee ere 9-97 16.65 34-38 3-25 0.52 
IAWeld PG aeeraseseeeceeeeentls Teor 19-30 36-20 3-70 0.59 
Cassia bark (20 samples): 
Mia xarmunnesters acs Se islevsioie cieyetetsrestei 16.74 32.04 28.80 5-44 0.87 
IM Kiem ose ooébdosdancabadeas 4-57 16.65 17-03 Beau cose} 
PA VEDA PER ete epterste rere eerersteta riers 8.29 23.32 22.96 4-34 0.69 
Cassia buds (2 samples): 
AN CTA RE crores cis ree terete Meee ae 10.88 10.71 Bge5 7-53 1.20 


Structure of Powdered Cassia under the Microscope.—Fig. 8a, 
from Moeller, shows various elements of cassia bark as veiwed microscop- 
ically. (1) shows in cross-section a portion of the cork and outer layer 
of the bark rind, with flat cells nearest the surface, having somewhat 
thick walls and reddish-brown contents, and, farther in, the cells s, with 
mucilaginous material. 

The stone cells of the intermediate layer of bark are shown at (2). 
Here the tendency of the stone cells is to be thicker on one side than on 
the other, as is plainly shown. (3) represents the structure of the inner 
layer of the bark, showing bast fibers 6 cut across, and more of the so- 
called mucilaginous cells s of large size, which normally contain the 
ethereal or volatile oil, The starch granules (4) are conta’ned in great 
abundance in the polygonal cells of the parenchyma of the intermediate 


* Twenty-second Annual Report Conn. Exp. Sta., 1898, pp. 204, 205. 
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and inner bark layers. (6) represents a fragment of a bast fiber, which 
is often shown in cassia powder with connecting parenchyma. The 
stone-cells of the cork are shown in plan view at (7). Very small, needle- 
like crystals of oxalate of calcium are occasionally to be seen if looked for 
carefully. They occur in the parenchyma cells of the inner and inter- 
mediate layers of the bark. 

The microscopical structure of Ceylon cinnamon much resembles 
that of cassia. Cassia starch grains measure from 0.0132 to 0.0222 mm., 


Fic. 84.—Powdered Cassia under the Microscope. 125. (After Moeller.) 


being considerably larger and more abundant that those of true cinnamon. 
As a rule the bast fibers of cassia are larger, but shorter, than those of 
cinnamon, and provided with thicker walls. 

Figs. 203 and 204, Pl. XXI, show various phases of pure cassia bark as 
photographed from water-mounted specimens of the powder. Cassia 
starch somewhat resembles that of allspice, but it is not as a rule found 
in masses containing as many granules as does the allspice starch. Very 
commonly two or three of the starch granules are arranged together in 
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such a manner that at first sight they appear to form a single large granule, 
but on more careful examination are seen to be two- and three-lobed, 
consisting of several smaller grains. Stone cells, which are very abundant 
in the powdered cassia, do not happén to be included to any extent in 
the photographed fields. Cassia stone cells are generally more oblong 
than those of allspice, and are more often brown in color, while the all- 
spice stone cells are generally colorless. 

A distinctive feature of powdered cassia consists in the long-amber- 
colored wood fibers, some distributed in bundles, and others arranged 
singly. These are very clearly shown in Figs. 204 and 205. 

Yellow patches of cellular tissue with starch grains interspersed 
among them are very abundant in the powder. 

The U. S. Standards place limits as follows: Total ash not to exceed 
5%; sand not to exceed 2%. 

Adulteration of Cinnamon and Cassia.—The commonest adulterants 
are cereal products and foreign bark. Besides these, the writer has found, 
in samples sold in Massachusetts, leguminous starches, pea hulls, nut- 
shells, turmeric, pepper, olive stones, ginger, mustard, and . sawdust. 
Much of the China cassia when imported contains an inexcusably large 
amount of dirt. In one sample Winton, Ogden, and Mitchell found 
over 15% of sand. 

Ground Bark of the Common Trees, especially that of the elm, 
resembles in physical appearance ground cassia, and is to be looked 
for as an adulterant. Fig. 265, Pl. XXXVII, shows the appearance of 
ground elm bark. The fibers of cassia bark have starch granules as a 
rule interposed among them, while the foreign bark, usually of a much 
coarser texture, shows no starch connected with its structure. 

Fig. 206, Pl. XXII, shows a water-mounted specimen of adulterated 
cassia powder, chosen from samples purchased in the Massachusetts 
market. Nothing but the adulterant (a foreign bark) shows in the field. 
The tissue is loose and considerably coarser than that of cassia bark. 


PEPPER. 


Nature and Composition.—Pepper is the dried berry of the pepper 
plant (Piper nigrum), a climbing shrub belonging to the family Pipe- 
race@, native to the East Indies, but cultivated in many tropical countries. 
The height of the pepper plant is from twelve to twenty feet. When 
the fruit begins to turn red, it is gathered and then dried, by which process . 
it turns black and shrivels up, forming the black peppercorns of com- 
merce. ‘They are spherical single-seeded berries, about 5 mm. in diam- 
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merce. They are spherical single-seeded berries, about 5 mm. in diam- 
eter, covered with a brownish-gray epicarp, and having on the under 
side the remains of a short stem. At the top.of the berry is an indistinct 
trace of a style, and of a lobed stigma. 

Varieties of black pepper are named from the localities in which they 
are grown or from which they are shipped, as Singapore, Lampong, 
Sumatra, Tellicherry, Malabar, Acheen, Penang, Alleppi, Trang, Man- 
galore, etc. 

White pepper is obtained by decorticating the fully ripened black 
peppercorns, or removing the dark skin. This is accomplished by mac- 
erating them in water to loosen the skin, which is then removed readily 

by drying and rubbing between the hands. White whole pepper grains 

are grayish white, and a trifle larger than the black pepper berries. They 
are nearly spherical in shape, and have a number of light-colored lines 
that, like meridians, run from top to bottom. The common varieties 
are Siam, Singapore and Penang, the latter being coated with lime. 

The pungent taste of pepper is due in great part to its essential oil, 
a hydrocarbon of the formula Ci9H16, present in amounts varying from 
0.5 to 1.7 per cent. Pepper oil contains phellandrene and a terpene. 

Other important constituents of pepper are piperidine, and the crys- 
talline base piperin, CyzHigNOs, insoluble in water, but soluble in ether, 
and in alcohol. Starch is present in pepper to a large extent. 

Burcker gives the following average percentage composition of black 


and white pepper: 


n vet ie} wn 
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4 Gee oe eee etree ee 

Be eS 48s || a oh aoe gee 

< 5 ES lbes Sl ata 4 isch 68a 

Pplackapeppel merece sae acre ene A Sulet 250) /| Eb OS T2301 OSS5) 42200) sae 30 
Witte pepper: .--- = H-80-) 6.08 |) 13.50.) 11-12, | 0294 | (7-20 502041 3-35 


Richardson’s * analyses of three samples of whole black and two 
samples of whole white pepper, all pure, are as follows: 


Sate Piperin Starch 
Water. Ash. Ms ant pent cid Con- 
Resin. version) . 
Black pepper: West coast. ...-.- 8.91 4-04 -70 7.29 PPS 36.52 
ete ING NE ee cae E20 ues 1.69 Gf 6.06 B7e5Ome 
SIN SAPOLe soe -1- 9-83 3-70 1.60 ie ills 5-74 37-30 
White pepper: West coast. .....- 9-85 I.41 aay 9.24 caoe 40.061 
SINGApPOLe = 1-1 <> 10.60 | 1.34 T26 Fle) 2a 7 43-10 


* U.S. Dept. of Agric., Bur. of Chem., Bul. 13, part 2, p. 206. 
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eT: | ieee ode pie ea name 
Black pepper: West coast. .....---- 24.62 LOp23 7.69 9-81 belay) 
A Cheense sae certraes 13.64 10.02 10.38 12.60 2202 
SHIN TOS 5 Gesosccsc 17.66 10.02 10.00 12.08 1.93 
White pepper: West coast. ....-..-- 23.28 one Osgk 11.48 1.83 
DINGFAPOLGi. o steressiets l= 19-55 4-20 9-62 II.go 1.90 


Richardson gives the following variations in the constituents of pure 


pepper: 


Black White. 
\WEUS? Sanoounocosconsesacc S20) LO) i110 8.0 to Ir.o 
MEIN coceoosceodondeasocousT 227 OMS © TO tO N20) 
Wrolatilesorlaecrstatate rete tetatete arate ar -50to 1.75 <5 OMO maha 75 
Piper aad resiaageeets ter err Foe) 1G) ee TOR tOMOro) 
Starchive. sae eo icrcersers erste 32.0 to 38.0 40.0 to 44.0 
@rude-fibersimeec sere sererseoeee 8.0 to 11.0 4-I1 to 8.0 
ANMoyOTM NOTES AD oa cooneo boos TEOmOnL 220 8.0 to 10.0 


McGill’s * analyses of six samples of whole black, and five samples 
of whole white pepper, all genuine, are thus summarized: 


Ash. 
Moisture, Sand 
etc., Lost Soluble Insoluble Bicarcseed a cohol 
at zoo? C; Sanat Insoluble Total in Hydro-| as Per xtract. 
Waters oat Water. : chloric Cent of 
: . Acid. Total 
‘ Ash. 
Black: Maximum ..... I4-10 DAE || Bees 5-16 -1.08 21 9-06 
Minimum ..... 10.62 2.07 1.46 3.98 -06 2 8.28 
; Mean ......... T2403) 2.41 2.05 4-47 0.36 8 8.71 
White: Maximum ..... mele) || Oak) 3-04 3-65 0.88 42 8.92 
Minimum ..... Tele Ou EON LA! I.50 1.64 0.26 9 7-00 
Mieariereeretetetetts TZ 34a |mOn5 4 2.46 3-00 0.55 21 Tr 3 


Winton, Ogden, and Mitchell’s, and Winton and Bailey’s ¢ analyses 
of whole black pepper and whole white pepper, rey resenting the leading 
varieties imported into the United States, also of pepper shells and long 
pepper, are summarized in the following table: 


* Canada Inl. Rev. Dept. Bul. 20, 1890. : 
t An. Rep. Conn. Exp. Sta., 1898, pp. 198-199; 1903, pp. 158-164. 
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The following table summarizes the results of full analyses of pepper 
and pepper shells recently made by Doolittle * 


Ash. 
fi Starch by 
ce ne ves oe Hecke 
ples. r . 3 i. 
| 
Black pepper: 45 12 
Mie Fapsieia ole avec SaGe cae EL 296)||| —S2047, ||) 2es5o0t i ses2 40-75 
INGtabApIO Sooo oKeOSS se sts Sete 8.09 | 3-43 ©.05 BOs 25-09 
Aer ay emmeriielisileleis exes S8ox3 9-54 | 4-99 0-58 2-49 36.69 
White pepper: 25 9 
nee eae EER OROIOE Spee S000 132348, 4-28 0.86 1.16 63-55 
IN bhaynsabheD) 5 CoOnoBODOE eee ste, bre 8.04 }- 0-86 0.05 0.12 48.88 
PSVCEA Oc eteteteletelelstereteta’s eters BSS O=S70 |) 109 0.19 0-34 54-37 
Long pepper: ’ 3 
Maximum, J .....00-% oe Stee 2 10.13 | 14-39 5-92 4-39 45-87 
IMR GABLTRREMI, Cogdocabe. cen Saar S243) |e Onl2 0-45 1.72 28.43 
Pepper shells 4 
Maximum, .....-cc.- a Sierns remagons, || Psiefeytt 22.90 4.66) 11270 
WiMteMwbEN, GoogacHdo- SS) ee TEOOWME 7262 °.79 T53 9-28 
Ether Extract. Nitrogen. Total N 
So ee OCS IN ra 
Crude non-vola- 
Fiber. In Non- | tile Ether 
Volatile. | Non vola- Total 9} ¢ oleae oe. 
Extract. 
Black pepper: 
MilPeahislbhin SSogogeaeoae ZT IO.44 18.89 2.38 0.45 13-12 
Mbemanbad SSS5Ggo0nccKooS 0.85 6.60 10.05 1.86 0.25 9-25 
ENTERS. 6.6 coc aagnaooces 1.30 7-07 Te. Shea O23 Tis 20 
White pepper: 
IVS xi UMA Ss jaercinie e\erelele\- 1.66 7.26 7.65 Ag 0.34 11.56 
Wi Ghabbeatehan Ss ooagacucuuse 0.78 5-65 ©.10 1.85 0.24 9-69 
UA CTAZE sel stetete stateyeiele oles Tot 6.46 Aly 1.97 ©2309 10.44 
Long pepper: 
MER emENS Seah oscubse I.O1 Geka 10.01 2.04 022252200 
IMivaumnT ie ses.s ctete ee = 0.79 Kept 7.19 28s 0.18 Lie 37 
Pepper shells: 
IW Rarxirainialsyerstersteelelele or THR 4-67 28.22 1.82 (nie} 0) SRS 
INMATE So QgoGkooane 0.89 ISG 21.06 De 72) 0.02 10.00 


a 
tT Two samples of Acheen C pepper had a total ash of 8.00% and 8.04%, with ‘*ash insoluble in 
HCl” of 2.50% and 2.40% respectively. Eliminating these two samples, which were evidently 
abnormally high in sand and dirt, the highest total ash of the remaining 43 samples was 7.00%, 
while \ne highest ash insoluble in HCl was 1.80%. 


Determination of Nitrogen in Black and White Pepper.—Winton, 
Ogden, and Mitchell have shown that the Kjeldahl and Gunning methods 
are inapplicable in the case of pepper, owing to the presence of piperin, 
bu. that the Gunning-Arnold + method gives accurate results. In accord- 
ance with this method, 1 gram of the sample is mixed with a gram each of 
copper sulphate and red oxide of mercury, about 16 grams of potassium 


* Mich. Dairy and Food Comm. Bul. ga. 
t Zeits. anal. Chem., 31, 1892, p. 525. 
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sulphate, and 25 cc. of sulphuric acid in a Kjeldahl flask, for both diges- 
tion and distillation, of about 600-cc. capacity. The heating is conducted 
in the usual manner, beginning with a gentle heat till the frothing ceases, 
and gradually increasing the temperature till the mixture boils. The 
boiling is continued for three or four hours, after which the flask is 
cooled, and to it are added 300 c.c of water, 50 cc. of potassium sulphide 
solution,* and enough of a saturated solution of sodium hydroxide to 
render the reaction alkaline. 

The flask is then connected to the condenser, and the distillation con- 
ducted as in the usual Gunning method, using zinc dust to prevent bump- 
ing, receiving the distillate into standard acid, and titrating against standard 
alkali. 

Nitrogen Determination in the Ether Extract.;—Ten grams: of the 
sample are extracted with absolute ether for twenty hours in a con- 
tinuous-extraction apparatus, the extract being collected in a tared Kjel- 
dahl extraction- and distillation-flask, the same as used in the preceding 
section. The ether is then evaporated off, the residue dried to constant 
weight at 110° C. and its weight ascertained. The nitrogen is then 
determined in the ether extract by the Gunning-Arnold method. 

Determination of Piperin.{—Fifty grams of the sample are thoroughly 
exhausted with hot alcohol, and the alcohol extract evaporatéd to dry- 
ness. The dry residue is then treated with a solution of potassium 
hydroxide, and washed upon a filter. The residue is washed several 
times with the caustic alkali, which dissolves the resinous matters, and 
afterwards with water. It is then dissolved in alcohol, from which crystals 
of crude piperin separate on evaporation. These are redissolved in 
alcohol, and precipitated by the addition of water. The crystalline pre- 
cipitate is collected on a tared filter, washed with wacer, dried, and 
weighed. 

Piperin may be roughly estimated by multiplying the nitrogen in 
the ether extract by the factor 20.36. 

The amount of piperin varies considerably, ranging in black pepper 
from 4 to 9 per cent. 

Microscopical Characteristics of Ground Pepper.—Moceller’s repre- 
sentation of powdered black pepper shows what should be looked for 
under the microscope with the best conditions (Fig. 85). The shell of 
the peppercorn, a cross-section of which is shown at (1), consists of the 


* Forty grams K,S in 1 liter or water. 
+ Method of Winton, Ogden and Mitchell. 
} Villiers et Collin, Substances Alimentaires, p. 371.. 
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epidermis, a, under which is a thin layer of brown parenchyma, ¢, 
while below this layer is shown the most characteristic portion of 
the pepper shell, viz.: the thickened, 
colored, stone cells, 6. These are as a 
rule inclined to be rectangular rather 
than rounded. At d is shown a bit of 
the colorless parenchyma of the fruit 
itself. 

(2), (3), and (4) show a cross-section 
of the outer part of the berry, (2) 
representing the inner stone-cell layer, 
a single row of horseshoe-like cells, 
(3) the thin seed coat, and (4) the white 
perisperm, with its large cells. Here and 
there through the perisperm certain yellow 
contents are visible,-consisting largely of 
De eer, en es ee resinous matter. A dark resin cell ‘is 

Ree nticroccone kc tee shown at (4). The ethereal oil, starch, 
(After Moeller.) and piperin are found in this part of 
the berry. 

(5) shows in surface view the mostly rectangular stone cells of the 
pepper shell, resting upon the epidermis (6). Groups of stone cells 
are frequently thus found with portions of the epidermis. 

The inner rounded, or cup-shaped cells are shown in plan view at 
(7) and the seed skin at (8), masses of starch and separate starch granules 
are shown at (9), and crystals of piperin at (10). 

The bast-parenchyma of the pepper stem is shown at (11), 
pieces of which are commonly found in powdered pepper, and (12) 
shows a fragment of one of the many-celled hairs which grow on the 
stem. 

The rounded cup cells (7) are readily distinguished from the more 
rectangular stone cells (5). The walls of the cup cells are nearly always 
colorless, and the cells themselves empty.* 

A. water-mounied specimen of finely ground, black pepper, when 
viewed microscopically, shows most of the elements above described, at 
least in fragmentary form, though, in the case of the coarser particles, 


* The harder portions of the pepper, especially of the shell, are best examined by soak- 
ing for at least twenty-four hours in chloral hydrate, and mounting in this reagent on the 
slide. 
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by no means as clearly as by the use of chloral hydrate. Large polyg- 
onal masses of starch appear grouped as photographed in Fig. 256, ebl: 
XXXIV, if not rubbed out too fine under the cover-glass. Starch, in- 
deed, is the most conspicuous element of pepper, being distributed more 
or less evenly throughout the mass. The powder may, however, be so 
finely reduced by abrasion under the cover-glass as to break up these 
starch masses wholly or in part, so that the granules may appear in much 
smaller groups or even singly. Fig. 255 shows such a field under a 
higher magnification. The individual granules of pepper starch average 
0.003 mm. in diameter. 

Besides the starch, and next to it the most numerous, one finds in the 
water-mounted black-pepper specimen many of the dark-yellow, thick- 
walled stone cells, patches of the colored parenchyma, and epidermis of 
the shell. Other elements of the perisperm, besides the starch, are 
seen in fragments, such .as bits of resin, small droplets of oil, pieces of 
stems, and occasionally the needle-shaped crystals of piperin. Some 
of the rounded, cup-shaped cells are also usually found. 

White pepper contains, of course, the same elements, but without 
the deeply colored stone cells and other characteristics of the shell, 
which has been removed from it. 

U. S. Standards for Pepper.—The following limits of constituents 
have been adopted: For white pepper, non-volatile ether extract should 
not be less than 7%; starch should not be less than 52%; , total ash 
should not be more than 3.5%; ash insoluble in hydrochloric acid should 
not exceed 0.3%; crude fiber should not exceed 5%. For black pepper, 
non-volatile ether extract should not be less than 6.75%; starch should 
not be less than 30%; total ash should not exceed 7%; ash insoluble in 
hydrochloric acid should not exeeed 1.5%. 

Adulterants of Pepper.—Pepper shells obtained in preparing white 
pepper, are not infrequently ground and added to the cheaper grades 
of black pepper. When a sample of black pepper is shown by the micro- 
scope to contain more shells in proportion to the other elements than 
could be possible in a ground whole berry, added shells are indicated. 
The analyst should, for comparison, grind in a mortar single berries of 
various grades, and familiarize himself with the appearance of the ground 
powder under the microscope, when the maximum amount of shells pos- 
sible under natural conditions are present, noting especially the appar- 
ent number of stone cells of the outer coating. The familiar title of P. D. 
(pepper dust) originally given to ground pepper shells, stems, and “‘ sweep- 
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ings ” is now applied in the trade not only to almost any cheap and appro- 
priate material for admixture with pepper, but also, in a broader sense, 
to ground powder suitable as an adulterant for any spice. 

The presence of pepper shells is indicated by an excess of ash, sand, 
and crude fiber, and a deficiency of starch. 

Hilger and Bauer, also Hanus and Bien, ‘advocate the determination 
of pentosans as a means of detecting pepper shells. 

Ground Olive-stones constitute one of the most commonly found foreign 
materials used as an adulterant of pepper. The powder, sometimes 
called “ poivrette,” is very like white pepper in appearance, is wholly 
inert in taste, and thus forms an admirable adulterant. While best 
detected by their characteristic appearance under the microscope, their 
presence may be shown by various color tests, although these do not 
differentiate olive.stones from nutshells and similar woody materials. 

Pabst has adopted for this purpose a test first suggested by Wurster 
for the detection of wood pulp in paper. The reagent is prepared as 
follows: In a porcelain capsule 10 grams of commercial dimethyl anilin 
are mixed with 20 grams of pure concentrated hydrochloric acid, and 
at least 100 grams of cracked ice are added. Then, while stirring, a 
solution of 8 grams of nitrite of soda in roo cc. of water are added little by 
little, and the mixture allowed to remain for half an hour, after which 
30 or 40 cc. of hydrochloric acid are added, and 20 grams of tin-foil. 
The reduction is allowed to go on for half an hour, heating on the water- 
bath, if necessary. The tin is then precipitated by granulated zinc, the 
liquid is filtered, and the filtrate neutralized with carbonate of potassium 
or sodium to the point of forming a precipitate, the precipitate being 
dissolved by a few drops of acetic acid. Finally the volume is made up 
with water to 2 liters, adding, before doing so, 3 or 4 cc. of a concentrated 
solution of sodium bisulphite, to prevent oxidation. The reagent thus 
prepared will keep for several years in a brown, tightly stoppered bottle. 

If a pinch of pepper, which contains ground olive stones, be heated 
gently with a little of the above reagent in a test-tube, the stone cells 
of the adulterant will be colored a bright red brown, and the colored 
particles will be seen to settle to the bottom of the tube, after shaking, 
more quickly than the rest of the powder. Or, if the whole is poured 
from the test-tube into a porcelain dish, the color is more marked. Pure 
pepper is not colored under this treatment with the reagent. 

Jumeau uses for a color reagent 5 grams of iodine in 100 cc. of a mix- 
ture of equal parts of ether and alcohol. Enough of the finely ground 
pepper to be examined is placed in a porcelain capsule to cover the 
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bottom of the dish, and sufficient iodine reagent is added to wet the entire 
mass, carefully avoiding excess. The thick paste is first mixed till homo- 
geneous, and then allowed to dry in the air, after which it is broken up 
by a pestle, and the powder examined, either under the microscope, or 
by the naked eye. With pure pepper, a more or less deep-brown color 
is produced uniformly through the powder, but if olive stones are present, 
particles of these are colored yellow. With the naked eye as small an 
admixture as 2% of olive stones can thus be detected. 

A solution of anilin acetate colors olive stones yellowish browr, 
while pure pepper appears grayish, or white. 

Under the microscope olive stones are readily apparent, since the 
stone cells differ in size, form, and mode of grouping from those of pepper. 
Fig. 263, Pl. XXXVI, is a photograph of a water-mounted specimen of 
olive stones. They are for the most part entirely devoid of color, being 
long and narrow. In shape and manner of grouping they much resemble 
cocoanut shells (p. 433), but are distinguished from the latter from their 
lack of color. 

Fig. 261 shows under low magnification a sample of pepper, bought 
on the market in Massachusetts, highly adulterated with olive stones. 
A large mass of the stone cells of the adulterant appears in the center of 
the field. Many of the stone cells are shown arranged end to end, so 
that what at first sight appear to be single, very long cells are in reality 
made up of several shorter ones. In ground olive stones one frequently 
finds, besides the stone cells, bits of the outer tegument of the seed, show- 
ing large cells with sinuous, rather thick walls; also bits of parenchyma, 
crossed frequently by fibro-vascular duct bundles. 

Buckwheat Products.—Both the hulls and the middlings have been 
added to black pepper, and the middlings to white pepper. The starch 
of buckwheat possesses the added advantage, from the point of view 
of the spice-grinder, that it somewhat resembles pepper starch in micro- 
scopical appearance, not only in the shape of the starch granules, but also 
in the manner of grouping into masses. Compare Figs. 128 and 129, 
Plates II and III, showing buckwheat starch, with Figs. 255 and 256, 
Pl. XXXIV, respectively, showing pepper starch made under similar 
conditions of magnification, etc. The starch granules and masses are 
coarser in the case of buckwheat than of pepper. 

Fig. 260, Pl. XXXV, shows a photograph of a pepper sample adulterated 
with buckwheat, masses of both starches appearing in the same field. 

Other Adulterants found in Massachusetts samples of pepper have 
been wheat and corn products, nutshells, cayenne, charcoal, turmeric, rice, 
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sand, and sawdust. Charred cocoanut shells were at one time extensively 
used (see pp. 433 and 434). 

Long Pepper, according to English analysts, has been used to a con- 
siderable extent as an adulterant. This is the fruit of the Pzper longum 
and P. officinarum, both oriental species. The fruit, as its name implies, 
is long and cylindrical, while of about the same diameter as the spherical 
true peppercorns. Long pepper contains, as a rule, less than half the 
amount of piperin that true pepper does, and rather more starch than 
black pepper. Its taste is much less pungent than that of true pepper. 

From its method of growth, long pepper is found with considerable 
dirt and sand adhering to the outer surface of the dried grains. This 
is due to the fact that the fruit often trails on the ground, and in gather- 
ing it the natives are not particular about removing the adhering soil. 
The surface of the fruit grains being very rough and irregular, much 
of the dirt remains dried thereon. The presence of long pepper thus 
materially increases the ash. 

Long pepper possesses a’ very disagreeable, but peculiar odor, devel- 
oped more especially when slightly warmed. For this reason, if for 
no other, it is not an ideal adulterant, since pepper containing it would 
not be palatable with warm food. At the present time it costs more than 
black pepper, and is used chiefly in mixed whole spices for pickles. 

Brown gives the following analyses of samples of long pepper: 


a 
Sand and | Starch and Albumi 
Gite Ash Insol-| Matters Vere 
an uble in Converti- Sol ates 
*  |Hydrochlo-| ble into “Atle sheets 

ric Acid. Sugar. ali. 


I I.2 44.04 15-47 r= 7 - 
a 8.098 iets 49-34 17-42 IO0.5 re e z 2 
3 5 44.01 TS ete 10.37 10.5 8.6 2g 


Cellulose. | Alcoholic] _Ether Total 
Extract. | Extract. | Nitrogen. 


According to Brown and Heisch, the granules of long pepper starch 
under the microscope are larger than those of true pepper, and more 
angular. Stokes,* however, finds no such marked difference in the size 
of starch granules and his experience is shared by the writer. When 
the two specimens (long and true pepper) are viewed side by side in 
water mounts under the microscope, the average size of the long pepper- 
starch grains is a trifle larger than those of true pepper, though, unless 
compared directly, the difference is not readily apparent. Stokes sug- 
gests a method of distinguishing the two by polarized light. With crossed 


* Analyst 13, p. 109. 
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Nicols, so that a dark field is given, and with the specimen mounted 
in glycerin, true pepper starch shows an evenly dark appearance, using 
a low power, while with long pepper a “ ghostly white” image is shown. 
Long pepper, when present in true pepper powder, may generally be 
rendered apparent by the development of the characteristic odor on 
heating. Bits of fluffy fiber from the catkin of the long pepper will 
always be found in the ground powder, and will be apparent under the 
magnifying-glass. 

Microscopic examination of the crude fiber discloses the highly char- 
acteristic, large, beaded cells of the endocarp, also elements of the spindle. 


RED PEPPER. 


Nature and Varieties.—According to the U. S. Standards red pepper 
is the red, dried, ripe fruit of any species of Capsicum, a genus of the 
nightshade family (Solanacee), indigenous to the American tropics, but 
now cultivated in nearly all warm and temperate countries, and is of 
two distinct kinds: cayenne pepper or cayenne, the dried ripe fruit of 
C. frutescens, C. baccatum, or some other small fruited species of Capsicum, 
and paprika, the dried ripe fruit of C. annuum, or some other large-fruited 
species of the genus, excluding seeds and stems. 

Boyles * states that in the trade, the larger podded varieties are usually 
called capsicums and the smaller, chillies, the term cayenne being applied 
only to the ground product made from either or both capsicum and chillies. 

Chillies are characterized by their extreme pungency and the small 
size of the pods, which seldom exceed 2 cm. in length. The leading 
commercial varieties come from Africa and Japan, the latter being the 
more brilliant in color. Zanzibar chillies, formerly the leading African 
variety, have given place in the market to Mombassa. 

Capsicums formerly denoted low grade peppers of a brown color with 
pods 2 to 3 cm. in length, or even longer, produced in Africa, especially 
in the vicinity of the river Niger, also in Japan, Korea, and India, but 
now is used in a broader sense as noted above. 

Paprika is a variety of C. annuum grown in Hungary. The powder 
is of a deep red color and has a sweetish, mildly pungent flavor. 

Tolman and Mitchell ¢ state that of the five grades of ground Hun- 
garian paprika, named by Csonka and Varadi,f only three enter the 


* Jour. Ind. End. Chem., 9, 1917, p. 301. 


} Ibid., 5, 1913, p. 747. 
t Der Szegeder Paprika und der Szegeder Paprikahandel, 1907. 
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United States: Rosenpaprika, prepared from selected pods with removal of 
placente, stalks, and stems, Kénigspaprika, ground whole with the stems, 
and Merkantilpaprika, produced from spotted pods separated from better 
grades without removing stalks, stems, and other waste. 

Pimienio is a large-fruited pepper, a variety of C. annuum, grown in 
Spain. This has come to be known as Spanish paprika, which leads to 
its sale under the simple name paprika, thus eliminating the distinction 
from true paprika. The succulent pericarp is much used for stuffing 
olives, while the dried pod is ground as a spice, often being substituted 
for the more valuable Hungarian varieties. Its coloring properties are 
more pronounced than its flavor. 

The kitchen garden peppers, of which over thirty varieties are cul- 
tivated in the United States, also belong to the species C. annuum. 

The species of Capsicum have solitary flowers, with a five-cleft corolla, 
and the fruit is of an elongated, conical form. The surface of the fresh 
fruit is smooth and bright red or yellow, but it loses in brilliancy on dry- 
ing, and becomes shriveled. The pericarp is thin and tough, and at its 
base is a five-lobed calyx, greenish brown in color, terminating in a thick 
stem. The fruit proper is divided into two or three cells, which are 
separate and distinct at the lower portion, but which unite and form one 
at the top. The cells inclose a large number of yellow, wrinkled, kidney- - 
shaped seeds, containing a fleshly endosperm, and a curved embryo. 

Constituents.—Red peppers contain a fixed, bland oil, found in both 
pod and seed, but more abundantly in the latter, considerable resinous 
and mucilaginous material, a red coloring matter confined to the pod, and 
the active principle capsaicin, a crystalline alkaloid, to which much of the 
pungency is due. 

Capsaicin is present in both seeds and pods, but is more abundant 
in the latter, particularly in the placente, being dissolved in the oil. Thresh* 
first obtained the substance in an impure form, but Micko ¢ prepared 
the pure substance and determined its formlua, C:sH2gNO3. According 
to Micko it forms white glistening plates, very soluble in alcohol, ether, 
chloroform, and benzol, less soluble in petroleum ether, difficultly soluble 
in hot, and insoluble in cold water; it is a weakly acid phenol-like sub- 
stance with an intensely biting taste, a drop of a weak alkaline solution 
containing only o.ococes mg. when placed on the tongue giving a burning 


* Pharm. Jour. Trans., Nos. 315, 337, 376; Jahrb. gerry 1877. 
t Zeits Unters. Nahr. Cac 1, 1898, p. 818. 
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sensation lasting some time. Nelson * has corroborated Micko’s findings 
and developed a test for capsaicin, 

The Red Coloring Matter is soluble in ether, petroleum ether, carbon 
bisulphide, and chloroform, but sparingly soluble in alcohol. 

Composition of Red Pepper.—Winton, Ogden, and Mitchell + analyzed 
eight samples of whole chillies, representing three varicties, namely Zan- 
zibar, Japan, and Bombay, the summarized results being as follows: 


Ash. Ether Extract. 
Moisture. | Tyee og 89 is 
oOlubDle in nsoluble * on-vola- 
Total. Water. in HCl. Volatile. tile. 
Nieto 5 ns ooue 7.08 5-96 - 4.93 on23 Os 21.81 
Minimums css: .- 3.67 5.08 3.30 0.05 0.73 res ty 
vera re. tery: ierscu: & ca73 5.43 3.98 Onrs ite as 20.15 
Reducing : 
Alcohol Matters as | Starch by Crude Nitrogen, Total 
Extract. eee Henao Fiber. X6.25. Nitrogen. 
version. 
MaximtUniac, sie «= 27.601 9.31 1.46 24.91 14.63 Dey 
i hiatiney bien, Ape Ome DO Ha tlls 0.80 20.35 13.31 2.13 
IAVETAGE wera o's sss 24.35 8.47 I.o1 22.35 13.67 2.18 


The percentages of ‘‘starch by the diastase method” given in the 
above table represent errors of the process as neither cayenne nor paprika 
contain an appreciable amount of starch. 

Doolittle and Ogdent have made exhaustive analyses of known samples 
of Hungarian and Spanish red pepper, including determinations of non- 
volatile ether extract, and iodine number of this extract, which are of 
especial value in detecting added oil. A summary of their resuits is given 
on page 456. 

Tolman and Mitchell§ have analyzed samples of whole chillies, paprika, 
and pimiento obtained through official channels with fresults given on 
p- 457. They found that by sifting the total ash of African and Japan 
chillies could be lowered to a maximum of 6.16% and 5.82% and the 
sand to 0.85% and 0.53% respectively. In their examination of paprika 


* Jour. Ind. Eng. Chem., 2, 1910, p. 419. 

+ Ann. Rep. Conn. Exp. Sta., 1898, pp. 200-201. 
t Jour. Am. Chem. Soc., 30, 1908, p. 1481. 
SLoes cit* 
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and pimiento they determined the percentage of the different parts as 
follows: 


Paprika (21 Samples). | Pimiento (18 Samples). 


Seeds and Seeds and 


Shells PinGenta Stems. Shells. incon Stems 
IMaxamumiynee se) 4 63.7 43.2 9.4 58.1 37-4 10.9 
Mb NG soo oceer 50.5 28.1 6.0 Gio 58 34.9 6.0 
INS ENES not apeon 56.4 30.1 Tas Beg 36.0 in5) 


Analyses were reported of each of the above separately as well as of 
the whole product and of the whole product less the stems as follows: 


COMPOSITION OF RED PEPPER (TOLMAN AND MITCHELL). 


Ash. 


mp) 
Ether Extract 
(Cont. Ext.). 


Non-vol. Ether Ext. 
(Shaking Method). 


5 > 1e) 
By beg 5 3 8 
Se | 28 geiko ee ie a a 
S18 fe | 2 3 S g Cy pea 
=) 3 Tate Da) =| o oo 
aq ae a as : 6 id Oo I aU w 
as as 8 on Ne g C a 8 oa 5 
cs or ° Bee a 3 ° o ‘g ot a 
Zz 4 & B n > Z Ay [or & 
Mombassa CASicS. 26 
Maximum. ee 8.41 FOOSE |MOpArel) 1.7.2) \\8 10.00) 28.70 
Minimum. Seta) 5.34 0.44 74.73 | 0.28. || 15.88 24.0908 
Average..... aoe Gesieeres4) | 52070) OLor ler 7.20 26.86 
Japan Chillies.. 17 
Lijec Sats OR2OMET07) S500 5590 ul2o.20 25.06 
Minimum. 3 eile 5 OSm | mOn Shei) 45251 000m|| 57), £0) 22.82 
AWwerage oc csr 5 eee 5.252)| 0.53) 1.4.90 | 0.56 |) 19,04 24.25 
Cherry Chillies ... bf G62 oe be 34 |) S530. Los. | 26087 26.20 
Hungarian Paprika 
Wath stems). .’.-. 7 f 
Maximum se. | 3-70 | 6.03) | 0.33 | 5:73 | 0.80 | 16.43] 15.00) 134.0)1.4854| 22.76 
Minimum ... | 3.20 | 5.08 | 0.24 | 4.82 | 0.08 | 12.21] 10.86] 129.8]/1.4758] 20.69 
Average...... Do Sed 7 sOsn| O28 | 5.4360. 0.420) 1404) F261) 132.6|0- 4806) 2103 
Without stems. 7 
Maximum ste | hei | 5.50 |) O.2E | 5525 | 0.00 | 17.35) 35-08) 133.2)7. 4834) 23.28 
Minimum 3.11 | 4.66 | 0.20 | 4.41 | 0.07 | 13.94] 12.64] 129.0]1.4756] 20.47 
Average...... 3.51 | 5.22 | 0.26 | 4.96 | 0.34 | 15.28] 13.91] 131.9/1.47990] 21.56 
Spanish Pimiento: 
With stems..... 7 
Maximum. See SGOS yoo OnAS 7454.1) 0.090.) T2558) 10.81) 137 23\5-48 PS" 20550 
Minimum tee) 4.38 | 6.08: 0.20 || 6.69. |_O-x0 || 1.30) 9.82) 136.0)r: 4776) 19.153 
Average...... suse SOOM 7a) | C035. 7eO4) | On47. |) TL.S7i| LO, 394) 136.7) 1.4805) 20413 
Without stems.. 8 
Maximum.... pee ese00! 17235) 1.0-40' || (6.08 | 0.60) || 13/34) Ir .30) 137.2). 48101) 20,34) 
Minimum.... 4.52 | 6.60 | 0.24 | 6.26 | 0.25 | 11.58] 9.80) 134.5|/1.4792| 18.76 
DVAVELAGE) apie te 4.83 | 6.98 | 0.32 | 6.66 | 0.44 | 12.47] 10.67] 136.1|1.4801] 19.49 
Boyles’ * analyses of red peppers appear in the following table. South 


Carolina capsicums were grown under the indirect supervision of the Bureau. 
of Plant Industry from Hungarian paprika seed, but in that climate be- 


* Loc. cit. 
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came so hot as to be classed, when ground, with cayenne. He believes 
that the United States standards for cayenne should be revised as follows: 
Total ash increased to 7.5%, ash insoluble in 10% hydrochloric acid 
(sand) to 1.0%, fiber to 20%, and non-volatile ether extract lowered 


to 14%. 


COMPOSITION OF RED PEPPER (BOYLES). 


Mombassa Chillies, . 


Maximum....... 

Miro Ge oR 

INVeTAge aaa) mass 
Japan Chillies...... 
So. Carolina Capsi- 


AVeElLa cena tlet 
Bombay Capsicums 
Maximum....... 
Minimum... -:1- 
IAVELAGE er cre sco 
Japan Capsicums.. . 
Maximum....... 


INGO Ga opdos¢ 
Korean Capsicums. . 
Maximum....... 
Minimum eee 
MSE, soonaeso 
Niger Capsicums... 


INTE, oa acaooe 
African Capsicums. . 
Bombay Cherries.. . 

Maximum....... 

Minimum....... 


Number of 


Analyses. 


eee eee ee 


a 


eee meee 


O05600) 0 00) 0 


eee eee ee 
ee eee eee 


eee ere ee 


* Figures in parentheses are number of samples. 


Ash. 
Total Insol. in 
HCl (Sand). 
9.40 1.77 
4.36 0.35 
6.08 1.06 
4.63 0.18 
ois 1.20 
4.82 0.25 
5.98 0.78 
9-35 1.75 
5.56 0.14 
6.95 0.76 
6.84 r77 
4.90 0.14 
6.05 0.39 
7-70 0.75 
6.20 0.20 
6.94 Onsr 
6.17 1.27 
B27 0.60 
15 9)7) 0.83 
§.95 0.95 
5.67 0. 82 
5-35 0.65 
eis 0.74 


Ether Extract. 


Volatile.* 


Non-vol.* 


Fiber.* 


Microscopical Structure of Red Pepper.—Fig. 86, from Moeller, 
shows the appearance under the microscope of various elements of powdered 
red pepper. (1) is.a sectional view through the outer portion of the fruit 
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shell or pod, showing the epidermis (a), and beneath this the collenchyma 
layer. The inner epidermis is shown at (2) with its cells thick-walled 
in places and inclosing brilliant, red oil drops of coloring matter. (3) 
represents the outer and (4) and (5) the inner epidermis in surface view. 
The outer epidermis of cayenne, which is the element of chief value in 
distinguishing this from paprika, is shown at (6). 


Fic. 86.—Powdered Red Pepper under the Microscope. 125. (After Moeller.) 


A cross-section through the seed shell is shown at (7); @ being the 
epidermis of the seed, b the parenchyma layer directly beneath, and c 
the tissues of the endosperm. (8) shows in surface view the peculiar 
seed epidermis, the appearance of which Moeller compares with that 
of intestines. At (9) is shown one of the isolated cells of this epidermis 
more highly magnified, while (10) shows the epidermis of the calyx. __ 

Figs. 211 and 212, Pl. XXIII, show photomicrographs of powdered 
cayenne. In Fig. 21r is shown a large bit of the outer epidermis of the 
fruit pod, while in Fig. 212 appears a smaller portion of this same kind 
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of epidermis, and next to this the characteristic skin of the seed shell, 
with its striking markings suggestive of the convolutions of the intestines. 
Yellow or yellowish-red droplets of oily coloring matter are distributed 
through the field. Starch grains are absent. 

U. S. Standards.—Cayenne: Non-volatile ether extract, not less than 
15%; total ash, not more than 7%; ash insoluble in hydrochloric acid, 
not more than 1%; starch, not more than 1.5%; and crude fiber, not 
more than 28%. 

Paprika: Total ash, not more than 8.5%; ash insoluble in hydro- 
chloric acid not more than 1%; iodine number of extracted oil, between 
125 and 136. Rosenpaprika: Non-volatile ether extract, not more than 
18%; total ash not more than 6%; ash insoluble in hydrochloric acid, 
not more than 0.4%; crude fiber, not more than 23%. K6nigspaprika: 
same as rosenpaprika in limits, except that for total ash is 6.5%, and 
for ash insoluble in hydrochloric acid is 0.5%. Pimiento: non-volatile 
ether extract, not more than 18%; total ash, not more than 8.5%; ash 
insoluble in hydrochloric acid, not more than 1%; crude fiber, not more 
than 21%, 

The most common adulterants or cayenne are the starches of the 
cereal grains, corn and wheat. Ground pilot bread and crackers are 
especially common. Besides these the writer has found in the routine 
examination of cayenne samples in Massachusetts, ginger, nutshells, 
turmeric, rice, gypsum, buckwheat, olive stones, mustard hulls, ground 
redwood, red ocher, and coal-tar dyes. Fig. 213, Pl. XXIV, shows a 
sample adulterated with wheat, corn, and cocoanut shells. 

Mineral Adulterants, such as gypsum, and red ocher and other pigments, 
are all to be looked for in the ash by methods of qualitative analysis. 
An abnormally high ash is suggestive of adulteration. According to 
Vedrodi, the ash of genuine cayenne should not exceed 5.96. The presence 
of red ocher is rendered apparent by the high content of iron. 

Salts of lead and mercury are rarely if ever now used for color. 

Ground Redwood.—Numerous varieties of redwood are commonly 
used to intensify the color of cayenne, especially when otherwise highly 
adulterated with colorless materials, such as the starches. The redwood 
is sometimes used alone, and sometimes in mixture with turmeric. Both 
redwood and turmeric are readily recognized under the microscope. 

Fig. 214, Pl. XXIV, shows a cayenne sample adulterated with corn 
starch and red sandalwood, a mass of the latter filling the center of the 
field. ‘The wood fibers of the dyestuff, even when finely ground, are 
very striking under the microscope, showing a brick-red color. 
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Detection of Coal-tar and Vegetable Colors.—Oil-soluble coal-tar 
and vegetable colors may be tested for in cayenne and paprika by an 
adaptation of Martin’s butter-color method, shaking the ether extract 
of the sample with the alcohol and carbon bisulphide mixture, page 557. 
The carbon bisulphide dissolves the oil and natural color, while the over- 
lying alcohol layer holds in solution many of the artificial coloring matters 
that may be employed. 

The natural colors of cayenne and paprika are sparingly soluble in 
alcohol, but readily soluble in carbon bisulphide. The separated alcohol 
is examined for colors by methods given elsewhere. 

Tests for coal-tar dyes should also be made by Sostegni and Carpen- 
tieri’s, or Arata’s method (Chapter XVII). 

Szigeti* treats the suspected sample with water acidified with acetic 
acid, and boils in this solution a bit of wool, which, if carotin or a coal-tar 
dye be present, is colored red. If the color is carotin, it will be removed 
from the wool by treatment with petroleum ether, or by heating at 100° 
C. for some hours, but if a coal-tar dye, it will still remain fixed thereon. 

Detection of Olive Oil in Red Pepper.—The color of paprika and 
pimiento is sometimes intensified by grinding with olive oil. This form 
of adulteration is detected by determination of the iodine number of the 
non-volatile ether extract. The usual method of determining the non- 
volatile ether extract having been found unsatisfactory for the purpose, 
Winton ¢ suggested a method analogous to that employed by him and 
co-workers in determining alcohol in water extracts. The following 
details of the process, elaborated by Seeker,{ have been adopted by the 
Association of Official Agricultural Chemists: 

Dry 5 grams on a watch-glass over sulphuric acid for at least twelve 
hours. Measure 250 cc. of anhydrous alcohol-free ether into a dry 
graduated flask with the mark near the lower end of the neck, and brush 
the paprika into it. Place a mark on the neck of the flask at the meniscus, 
and allow to stand for one hour, shaking at twenty-minute intervals 
during that time. . Bring the meniscus back to the mark either by cooling 
if the level has risen, or by adding absolute ether if it has fallen, and let 
settle. Pipette off 100 cc. of the supernatant liquid, filter through an 
11-cm. close-textured paper into a tared, air-dry glass-stoppered 250-cc. 
Erlenmeyer flask previously counterpoised against a similar flask, wash 


* Zeits. landw. Versuchs. Oesterreich, 5, 1902, pp. 1208, 1222. 
+ U. S. Dept. of Agric., Br. of Chem., Bul. 122, 1909, p. 38. 
t Ibid., Bul. 132, 1910, p. 114; 137, 1911, p. 81. 
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with a little absolute ether, and distil off the solvent until the ether ceases 
to come over. Lay the flask on its side in a water-oven, heat for thirty 
minutes, cool the open flask for at least thirty minutes in the air and 
weigh. Repeat this heating and weighing until the weight is constant 
to within rt milligram, two heatings usually being sufficient, and calculate 
the per cent of ether extract. If more than 1} hours’ heating is required 
to obtain constant weight or if the ether extract becomes colorless it 
should be rejected, and a new determination started with freshly purified 
ether. 

Dissolve the ether extract in the flask in 10 cc. of chloroform, add 
30 cc. of Hanus solution, and proceed as described for the Hanus 
method. The iodine number thus determined should not be less than 125. 


GINGER. 


Nature and Composition.—Ginger as a spice is the ground root- 
stock of the Zingiber officinale, an annual herb of the family Zingiber- 
ace@, growing to a height of from 3 to 4 feet. It is a native of India and 
China, but is cultivated quite extensively in tropical America, Africa, 
and Australia. 

The root is dug when the plant is a year old, and when the stem has 
withered. If the root, when freshly dug and scalded to prevent sprout- 
ing, is dried at once, it forms the so-called black ginger, of which Calcutta 
and African are the common varieties. When decorticated, the product 
is known in commerce as white ginger, the chief varieties being Jamaica, 
Cochin, and Japan. The best variety is Jamaica ginger. The scraped 
root is sometimes bleached to make it still whiter, or sprinkled with 
carbonate of lime. 

In commerce whole or black ginger appears in “‘ hands ”’ 4 to 10 cm. 
long, and from to to 15 mm. in diameter. ‘These usually have three or 
four various-sized, irregular branches, some short and thick, others 
elongated. The epidermis is gray or yellowish gray in color, more or 
fess wrinkled, and beneath it is a reddish-brown layer. The inner portion 
of the dried root is white or yellowish. The root is hard, and of a com- 
pact, horny structure. 

White or decorticated ginger appears in “‘ hands ”’ of smaller diameter 
than the black, and yields a lighter colored powder on grinding. Preserved 
ginger root is prepared by boiling the root in water, and curing with sugar 
or honey. Much of the preserved ginger comes from Canton. 
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The distinguishing features of ginger are its large content of starch, 
its volatile oil, and its resinous matter. Inasmuch as the epidermis con- 
tains a large amount of pungent resin, it is easy to see how the peeled or 
decorticated variety is inferior. 

Oil of ginger is very aromatic, and of a greenish-yellow color. Its 
specific gravity ranges from 0.875 to 0.885. It is slightly soluble in alco- 
hol. Of its composition little is known. 

Richardson’s analyses in full of five samples of whole ginger-root are 
as follows: 


£ 

“ s On fel HW 4 oe 8 

eRe ele te Oo ae OL iS 
Calcutta ........---++---------- 9-60] 7-02] 2.27) 4-58]49-34] 7-45| 6-30|13-44] 1-01 
Cochin. =. toris = Lect eee cece eeee O-41|| 3639] 1-84)/4.07/53-33] 2.05) 7.00|18-o1] 1-12 
Unbleached Jamaica. .........--.- 10-49] 3-44] 2-03) 2-29]50.58] 4.74|10.85|15-58] 1-74 
Bleached Jamaica, London. ...... II-00] 4.54} 1-89] 3-04]49.34] 1-70] 9.28]19.21| 1.48 
ce od LXaaee (Gn, SoS ae 10.11] 5.58] 2.54] 2.69|50.67| 7.65] 9-10|11r.66| 1.46 


Summaries of Winton, Ogden, and Mitchell’s analyses of eighteen 
samples of whole ginger, representing the common white and _ black 
varieties, as well as of two samples of exhausted ginger, are as follows: 


Ash. Ether Extract. 
4 4 2 8 & 
| au | 85 2 & 0 
Bet ~ 8 ai o B ft a 
e | Bo) ee eee) 8 Loss 
2 Sale eee ices ey ea 
(Gigor Wik chil os oka CoCoOponaae 11.972| 9.35 | 4.09 | 2-29 | 3-53 | 3-09 | 5-42 
IM Epihanihee oA See eMeaP aomeae Biognll Bee || 65/7) || CHOA || ee) | CEO" |) Hoey 
PAV GRAV C Neteretste mie eiotct sins aetaie rors LOAAGe27 Wl 2e7t 0-44 \\"O.60)) E07 ASLO 
Exhausted ginger from English ginger- 
IC RWOLKS Ie eat tio ola: ofS ecia etal is) te ate TOC1il| Faw || OASC) || Cows loosoor Te OT gEseoo 
Exhausted ginger from extract works..| 8.02] 5.05 | 3-55 | I-50 |-.----- nie) || ob 
3: 3 ci is 
2 wets.) Bes Be heat aoe 
ee ¢ :| QANXV lee 7) 
Be |S2988/ 582) og | BY | EE | 8 
ou (3835 8 | Bo | Fa pe cohy! gs 
a d ma re on ofa) 
oN Olas WS te eSe tia 
(= | 1 ——— 
(Chines Wiloainnltiath, cApeogacnauasoe] Glss) || Woe || Wear Gator || Cy | es) aio 
Minimum ...........-..-- 3-63 | 53-43 | 49-05, 2-37 | 4-81 | 10.92) 0.77 
EIEERIAS. canon os sceobacs --| 5-18 | 57-45 | 54-53 3-92 | 7-74 | 13-42, 1.23 
Exhausted ginger from English gin- 
Perales OLKSomer nei = asise eel a cs ASOSE SOR CON | 542579 52270) 0-940 OTS ELE 
Exhausted ginger from extract works. | 1.52 |-...--.-|------ lee God (bnecee 16.42! 
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McGill * records the analyses of ninety-eight samples of ground ginger 
as sold in the Canadian market. Of thirty-two of these, pronounced 
pure on analyses, the following is a summary: 


Ash. 
Moisture é. ey a | 
us cea) eee —. 
: t 
ais Extract. | Extract. | Total, | Soluble. |Insoluble. Soluble 
° S. Ss 
K,0. 
DW iia satan uaa evscererctotetatsiarste T2200 q|(Onkg 15-48 7-84 Baty 3-99 533 
IMiiraimm inna ererersyereleier=t=t= = Moe | Days 14.04 | 3-67 2.28 1.96 103 


According to Vogl, the proportion of ginger ash varies quite widely 
according to the kind, but should never exceed 8%. 

Exhausted Ginger and Methods of Detection.—There are two kinds _ 
of exhausted ginger commercially available for admixture with ground 
spice, as an adulterant. One is the product left after extraction with strong 
alcohol in the making of extract of Jamaica ginger, and the other the 
residue from extraction with either very dilute alcohol, or with water, 
in the manufacture of ginger ale. Ground, exhausted ginger is rarely 
substituted wholly for the pure variety, since, from its lack of pungency, 
the sophistication would be too apparent. It is rather used to mix with 
the latter in varying proportions, and as an adulterant of other spices. 

Ginger that has been exhausted by extraction with alcohol has been 
deprived of most of its volatile oil, which is found in the “extract,” while 
for the manufacture of ginger ale, a water extract, or at most a very dilute 
alcoholic extract is best adapted. Such a water extract does, as a matter 
of fact, remove much of the valued pungency, so that the residue, or 
exhausted ginger, is rather inert. 

Either the alcohol- or the water-extracted variety of exhausted ginger, 
when present in considerable amount, would be apparent, one by the 
alcohol and ether extract, and the other by the abnormally low cold- 
water extract, and water-soluble ash. 

Dyer and Gilbard + first called attention to the water-soluble ash as 
a reliable means of indicating exhausted ginger. Six samples of ginger 


of known purity were analyzed by them, their results being summarized 
as follows: 


* Dept. Inl. Rev. Canada Bul. 48, pp. 10, 11. 
} Analyst, 18, 1893, p. 197. 
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ee — — — 
| Alcohol 


Total Ashs| eelstele are te 
sh. Extract. 
Pure ginger (6 samples): Fighestieecces «es cee et 4-1 Be 3-8 
TM OWESbic siecle Sc e's <cle's Bail I.9 222 
WAN ETA RE ire eraisicte'e sis sisi = 3-8 2.4 2.8 
Exhausted ginger (6 samples): Highest ............... 2.3 0.5 5 
Wowestanceieciec.ccisioaes:- I.I 0.2 0.8 
FAN CTARC metntele scene eeieie > 1.8 0.35 1.2 


Allen and Moor* pointed out the value of the cold-water extract 
as a help in detecting exhausted ginger, especially when taken in con- 
nection with the soluble ash, showing that the presence of this adulterant 
is assured, when the soluble ash is as low as 1% and the cold-water extract 
is less than 8%. 

Determination of Cold-water Extract.—Winton, Ogden, and Mitchell’s 
Method.t—Four grams of the ground sample are placed in a 200-cc. 
graduated flask, and the latter is filled to the mark with water, and shaken 
at half-hour intervals during eight hours, after which it is allowed to 
stand at rest for sixteen hours in addition. The contents are then filtered, 
and 50 cc. of the filtrate evaporated to dryness in a platinum dish. It 
is then dried at 1co° to constant weight and weighed. 

Microscopical Structure of Ground Ginger.—Fig. 87, from Moeller, 
shows elements of ginger root, from which the epidermis has not been 
removed. A bit of the large-celled cork (or dead protective tissue of 
the epidermis) is shown in surface view at (1); at (2) is shown in cross- 
section the parenchyma in which the starch is contained, h being an oil- 
cell; (3) shows the parenchyma in longitudinal section, with bast fibers. 
Fragments of spiral ducts are shown at (4), and starch grains at (5). (6) 
is a cross-section in the extreme interior of the root. ; 

The most prominent feature of powdered ginger is the starch grains 
(5), which Moeller compares in shape to tied sacks. 

Fig. 228, Pl. XXVII, is a photomicrograph of pure, ground ginger, 
mounted in water, showing the starch grains inclosed in the cells of the 
parenchyma. Fig. 231 shows the starch grains alone. The granules of 
ginger starch are ellipsoidal, and as a rule very clear and transparent, 
being for the most part entirely devoid of either hilum or concentric rings. 
Occasionally granules are to be found, however, with faint concentric 


* Analyst, 19, 1894, Pp. 194. 
{ Conn. Agric. Exp. Sta. Rep., 1898, 190. 
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markings, and even with an apparent hilum. The characteristic form of 
the ginger starch granule is more or less egg-shaped, with a small protu- 
berance near one end. This protuberance serves to readily distinguish 
the starch granules of ginger from those of wheat, with which ginger 


Fic. 87.—Powdered Ginger under the Microscope. 125. (After Moeller.) 


is frequently adulterated. While wheat granules are of various sizes, 
the grains of ginger starch are as a rule much more uniform. 

U. S. Standards.—Ginger: Starch, not less than 42%; crude fiber, 
not more than 8%; lime (CaO), not more than 1%; cold-water extract, 
not less than 12%; total ash, not more than 7%; ash insoluble in hydro- 
chloric acid, not more than 2%; ash soluble in cold water, not less than 
2%. Jamaica ginger: cold-water extract, not less than 15%, other- 
wise as for ginger. Limed ginger: calcium carbonate, not more than 
4%; total ash, not more than 10%; otherwise as for ginger. 

Adulteration.—Besides exhausted ginger, the common adulterants re- 
ported in powdered ginger are turmeric, wheat, corn, rice, and sawdust. 
Sawdust of soft wood was a not uncommon adulterant, and care should 
be taken to distinguish between the wood fiber natural to the ginger 
root, and that of the foreign variety. A careful study should be made 
of finely ground, soft-wood sawdust, with its long spindle cells and lateral 
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pores, as shown in Fig. 266, P]. XX XVII, and the wood fiber of the genuine 
ginger root. A large admixture of sawdust would materially increase the 
percentage of crude fiber. 

Fig. 234, Pl. XXIX, shows a sample of ginger adulterated with corn 
and wheat. Fig. 232 shows a mass of wheat bran in an adulterated 
sample. 

Fig. 233 shows ginger adulterated with turmeric.* 


TURMERIC. 


Nature and Composition.—Turmeric, while largely used as an adul- 
terant of other spices (especially of ginger and mustard), possesses some 
value as a condiment in itself, forming, for instance, the chief ingredient 
of curry powder.t Turmeric (Curcuma longa) belongs to the same 
family (Zingiberacee) as ginger, having a perennial rootstock, and an 
annual stem. It is a native of the East Indies and Cochin-China. Its 
chief ingredients are starch, a volatile oil, a yellow coloring matter (cur- 
cumin), cellulose, and gum. 

Curcumin (C,4H;404) is insoluble in cold water, but readily soluble 
in alcohol. It is extracted from. powdered turmeric by boiling the latter 
with water, filtering, and extracting the residue with boiling alcohol. 
The alcohol solution is filtered, evaporated, and the residue extracted 
with ether. The ether extract contains the curcumin, together with a 
small amount of volatile oil. 

Curcuma oil is an orange-yellow, slightly fluorescent liquid, its specific 
gravity being 0.942. 

The following analyses of turmeric were made in the writer’s labo- 


ratory: 
ee Ash Ash : Total 
. Mois- Total Total Protein. 

er ture. | Ash. | ,Sqyabie |Tascltle| Nitrogen, NX 6.25. | petract, 
hinge secs ceciasela< 9-03 6.72 5-20 o.IL Tes eLOLoL 10.86 
IPD 6 EogHacdBaObbe 9-08 8.52 6.14 eared 0.97 6.06 12.01 
NULEP DLS sere syeets o cte/ =! <t 8.07 5-99 4-74 na 1.56 9-75 10.66 
INVETAQC ete se oe arse => 8.73 7.07 5.36 Eas 1.42 8.88 eee ath 


* This photomicrograph is very disappointing, in that it fails to show the intense yellow 


of the central mass of turmeric. 
t Curry powder consists of a mixture of turmeric, cayenne, and various pungent spices. 
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Reducing 


: Non-vol- 

Volatile A Wicohiol Grade Matter by Starch by 

Variety. Ether atile ro : Acid Con- | Diastase 

pages Extract. eo Extract. Fiber. ier Method. 
G@hinatesecee os eateresiare ar 2-01 8.84 Q-22 4-45 48.69 40.05 
Pubmaentoce setemiecisierelerr= 4-42) | 9a 7200 7-28 5-84 50.08 29-56 
Alleppi. ...---. ereceeeee| 3-16 7-51 4-37 5-83 50-44 | 33-03 
Average....------- tears <10 7.98 6.96 5-37 49-73 34-21 


Microscopical Structure of Turmeric.—Moeller’s representation of 
characteristics of powdered turmeric is reproduced in Fig. 88. The 


Fic. 88.—Powdered Turmeric under the Microscope. 125. -(After Moeller.) 


epidermis is shown at (1) with one of the numerous, one-celled hairs that 
grow from it, also the scar left after one of the hairs has been removed; 
(2) shows in plan view the cork immediately under the epidermis. The 
tender-celled parenchyma is shown in cross-section at (3), and in longi- 
tudinal section at (4). In some of the cells of the parenchyma are found 
dark-yellow lumps of resin (2), and vascular ducts (g), but by far the most 
numerous and striking contents of the parenchyma-cells are the bright- 
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yellow masses of “ paste balls” (3a) and the starch granules, one of which 
is shown in (3). See also Plate XIII. The starch grains in the water- 
mounted powder show under the microscope in masses, usually of a deep- 
yellow color, unless very finely rubbed out, when they appear for the most 
part in fragments. 

The whole starch granule appears somewhat in the form of a clam-shell, 
with very distinct markings. When fragments of the starch granules are 
carefully examined, these distinct markings are so strongly characteristic, 
even in the smallest pieces commonly found in the powdered sample, 
as to nearly always serve to identify them. See Fig. 171, Plate XIII. 

Turmeric as an Adulterant.—Turmeric is a material especially adapted 
by its deep-yellow color to intensify mustard and ginger, especially when 
these spices are adulterated with the lighter-colored cereal starches, hence 
formerly it was used in these spices, both with and without other adulterants. 

It was also frequently used in small quantities in adulterated cayenne, 
mace, and various spices, to counteract the colors of other dyestuffs, 
such as ground redwood, which in itself would sometimes be too intense 
if used alone. 

MUSTARD. 


Nature and Composition.—Mustard is the seed of the mustard plant, 
an annual belonging to the family Cruciferg, and to the genus Sinapis, 
or Brassica, as it is now generally known. The mustards include wild 
and cultivated species all with yellow flowers and lyrate leaves. 

The common species are black, sometimes called brown, mustard 
(B. nigra), brown or Serepta mustard (B. Besseriana), white or yellow 
mustard, (B. alba), and Indian mustard (B. juncea). The seeds of char- 
lock (B. arvensis), growing wild in the grain and flax fields of the North- 
west, together with brown mustard, are separated from the grain by in- 
genious machines and constitute the so-called wild mustard of commerce.* 

The seeds of all varieties are globular, those of the black mustard 
being smaller than those of brown, and both smaller than those of white 
mustard. As seen under the lens the surface of black, brown, and Indian 
mustard is reticulated, while that of white mustard and charlock is smooth. 
Most of the seeds of charlock are of a deep black color. 

Both black and white mustard contain from 27 to 38% of fixed oil, 
a soluble ferment known as myrosin, and a sulphocyanate of sinapin. 
Mustard seeds contain no starch, and very little volatile oil as such. Black 


* Jour. Ind. Eng. Chem., 7, 1915, p. 684. 
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mustard seed contains sinigrin, or myronate of potash (not found in the 
white seed), which, when moistened with water, forms by hydrolysis 
the volatile oil of black mustard, otherwise known as allyl isothiocyanate, 
in accordance with the following equation: 

KCioHigNS209 +H20 = CeHi 206 +C3HsCNS + KHSO,. 


Potassium Glucose Mustard Potassium 
myronate oil bisulphate 


Mustard Oil (volatile) is a colorless, or slightly yellow, highly refrac- 
tive liquid of a very strong odor, and capable of blistering the skin when 
brought in contact with it. It is optically inactive. Its specific gravity 
varies between 1.016 and 1.030. It boils between 148° and 156°. It 
turns reddish brown by exposure to light. 

Volatile oil of black mustard forms thiosinamine with ammonia, as 
follows: 

C,H,CNS + NH,=CsS.NH,.NH.C,H,,. 


Thiosinamine is soluble in hot water, from which it crystallizes in 
tufts of monoclinic crystals, having a melting-point of 74°C. It is pre- 
cipitated by silver nitrate, mercuric chloride, and Mayer’s solution. 

White mustard differs from the black in containing a sulphur com- 
pound, sinalbin, CyHyN,S,O0,,. This is a glucoside. Sinalbin by hy- 
drolysis forms an oil of white mustard, in a somewhat similar manner 
to the potassium myronate of black mustard, and according to the follow- 
ing equation: 


CyHN,S,0,;+ H,O =C,H,ONCS +C,H,,0,+C,H,,NO,HSO,. 


Sinalbin Sinalbin Glucose Sinapin acid 
mustard oil sulphate 


Sinalbin Mustard Oil cannot be obtained by the distillation of white 
mustard, being sparingly volatile with steam. 

Sinalbin mustard oil somewhat resembles that from black mustard, 
being quite as pungent, but less strong in odor when cold. It is soluble 
in dilute alkali. 

Fixed oil of mustard is a bland, tasteless, and nearly odorless oil, its 
specific gravity at 15° varying between the limits of 0.914 to o.gr8. It . 
is said to be used to some extent as an adulterant of table oils, being 
separated by pressure from the crushed mustard seeds before the latter 
are ground into ‘‘flour.” The chief use of mustard oil is in mixture 
with other oils as an illuminant. : 

MUSTARD FLOUR.—In the process of preparing the ground spice com- - 
monly known as mustard ‘‘flour,” the seeds are first crushed and sepa- 
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rated by winnowing from the hulls, the latter being incapable of the fine 
grinding necessary to produce a smooth flour. The yellow hulls are, 
however, found in the cheaper grades ot ground mustard, and_ both 
varieties of hull are frequently used in the wet mustard preparations, 
sold in bottled form. In order to produce an even, dry powder, free from 
lumps, it is necessary to remove a large portion of the fixed oil, which 
is indeed of no value in the final product, and this is done by subjecting 
the crushed material to hydraulic pressure, during which process the 
mustard is molded together into thin, hard plates, called ‘‘mustard 
cake.” This is then broken up and reduced to fine powder by pounding. 

Richardson’s * analyses of whole-seed flour, prepared by himself 
without the removal of the fixed oil, are as follows: 


| 
| 


: 2 a e : Bi | § 

WW od pad 

ce a Bs a ee balae ia Beeb 

Smaicee alae te Gaal Oro lo ra ee 
White; seedi coe © eins 0s = Seth || Flee) =O 7MS3- 50 O00 S240) 25-65), 20-3342 
WWilante OUT tot is 'cls.=7= ole Beg | Geox) || sch || evicciy) sere) || G@plels || Mitito| Prelesda)| Ahateve) 
Siae0| INNES SRS ES ooaS 6.17 | 4-99 “95 | 2eonal) seep || Ook0 || Bint) Boal Baths 
California yellow. ...... Mee || SOD || RAH || Gace sete || eho ey || sina) SOLAS) Asef! 
California brown. ...... APLig EAT OOM met 35 1e3 0702 |mm OOM TOh1S0| 52400 12-T0| 93205 
English yellow ........-. Boil || Atel || Aas | gresisndl’ fee) || (Gf) | Bee) Basie) Zi kv 
Pieste TOW veelelacls\s\=.= Ae O2 MG OL -63 | 39-55] -00 |10.84 | 25.88) 18.87] 4.14 


Winton and Mitchell made no full analyses of mustard seed of known 
purity, but the following is a summary of analyses of 18 samples of com- 
mercial mustards, sold in packages in Connecticut, and not found to be 


adulterated: 
Reducing 
BUC SS ESE Matters | Starch ‘ 
Total : = by Acid by Crude | Nitrogen 
Ash Conver- | Diastase Fiber. Scones 
Volatile. | Non-vol-| sion, as | Method. 
| atile. Starch. 
Wikbebatilessaspnooose Taos 1.90 Pease) || (ai 2.08 4.87 43-56 
IN Giana Soe Gas aoooS 4-81 0.00 TG/TWA || EAte 0.28 1.58 35-63 
AV el ag Cainer aislelelelelele/='= 5-99 0.56 | 20.61 | 4.33 1.07 2.58 30-57 
i 


The following analyses of 5 samples of mustard flour, 6 samples of 
mustard hulls, and 6 samples of whole mustard, were made in the author’s 


laboratory in 1903: 


* U.S. Dept. of Agric., Div. of Chem., Bul. 13, part 2. 
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Piesse and Stansell give the following composition of mustard ash: 


White Seeds. Brown Seeds. 


Yorkshire. | Cambridge. Cambridge. 


iS} 


21. 


Leal 


NAHHN ONT H COW OH 
(er ee Than aicaeecorir Wrens cd 


Magnesia 

Iron oxide 
Sulphuric acid 
Chlorine 


Determination of Potassium Myronate, Sinapin Thiocyanate, and 
Myrosin.—Leeds and Everhart Method.*—Dry 10 grams of the sample 
at 105° C., remove the fat with absolute ether, and extract the potassium 
myronate and sinapin sulphocyanate from the residue in a continuous 
extractor with a mixture of equal parts of alcohol and water. Evaporate 
the extract in a tared dish, and dry the combined sulphur compounds 
at 105° C. to constant weight. Incinerate at a temperature sufficiently 
uigh to transform the potassium bisulphate, resulting from the decom- 
position of the myronate, into the neutral sulphate. Multiply the weight 
of the ash by 4.77, thus obtaining the weight of potassium myronate. 
This, deducted from the total weight of the dried alcoholic residue, gives 
_ that of the sinapin sulphocyanate. 

Remove the alcohol from the residue after the alcoholic extraction, 
as above described, and treat with 0.5% sodium hydroxide solution, thus 
dissolving the myrosin. Filter, nearly neutralize the filtrate with dilute 
hydrochloric acid, add 50 cc. of Ritthausen’s copper sulphate solution, 
and nearly neutralize with dilute sodium hydroxide solution. Collect the 
heavy green precipitate of copper myrosin on a tared filter, dry at 110° 
C., and weigh. Ignite, weigh again, and deduct the weight of the ash 
from the total weight, thus obtaining the weight of the myrosin. 

Determination of Volatile Mustard Oil.—Roeser Method.{—Mix 5 
grams of the sample with 60 cc. of water and 15 cc. of 60% alcohol, and 


* Zeits. anal. Chem., 21, 1882, p. 389. 
+ Jour. pharm. chim, [6], 15, 1902, p. 361. 
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let stand for 2 hours. Distil into a flask containing 10 cc. of ammonia, 
and, after about two-thirds of the solution have been distilled off, mix 
the ammoniacal distillate with ro cc. of tenth-normal silver nitrate solu- 
tion, and allow the mixture to stand for 24 hours, after which make up 
with water to roo cc. Filter, and treat 50 cc. of the filtrate with 5 cc. 
of tenth-normal potassium cyanide solution. Titrate the excess of cyanide 
with the tenth-normal silver nitrate, using as an indicator a 5% solution 
of potassium iodide, made slightly ammoniacal. 

Calculate the percentage of mustard oil, containing 93% of allyl iso- 
thiocyanate, (P), by the following formula: * 


_ A X0.004957 X2 X 100 
0.93 X5 


P =0.2132A, 


in which A=the number of cc. of N/io silver nitrate required for the 
final titration and 0.004957=the weight of allyl isothiocyanate corre- 
sponding to 1 cc. of N/ro silver nitrate. 

To obtain the results in terms of allyl isothiocyanate, as recommended 
by Boutron,t omit 0.93 from the above formula or employ the factor 
0.1983 instead of 0.2132. 

The Kuntze Method, like that of Godamer and others, employs am- 
monium thiocyanate for the titration. The method, as applied to mus- 
tard oil,f was adopted by the committee on the ninth revision of the 
United States Pharmacopceia and, as applied to mustard seed, by the 
Bureau of Chemistry.§ In details of distillation, it is the same as the 
Roeser method, except that 5 grams of the sample are macerated for 
2 hours at 37° C. with too cc. of water, 20 cc. of 95% alcohol are used, 
and the distillation is begun at once and continued until 60 cc. have passed 
over. To the distillate 20 cc. of N/1o silver nitrate are added and, after 
standing over night, the mixture is heated to boiling to cause the silver 


* The conversion factor given in former editions of this work, taken from an abstract 
of Roeser’s paper published in the Analyst (27, 1902, p. 197), was nearly three times too high. 
Attention to this error was directed by Mr. M. C. Albrech, chemist of the R. T. French 
Co., mustard makers, Rochester, N. Y., and Mr. A. E. Paul, of the U. S. Food Laboratory, 
Chicago. This same erroneous factor is given in the fourth edition of Allen’s Commercial 
Organic Analysis and other works, and appears to have vitiated the results of several in- 
vestigations. In the present edition the analytical results by Leach and by Winton and 
Bornmann, as well as the factor itself, have been corrected. A. L. W. 

} Bul. sci. pharm., July, 1912; Ann. chim. anal., 18, 1913, p. 61. 

f Arch. pharm., 246, 1908, p. 58; Allen’s Coml. Org. Anal., 4 ed., 7, 1913, Pp. IO. 

§ Service and Regulatory Announcements, 20, 1907, p. 59. 
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sulphide to flock, cooled, made up to 100 cc., shaken, and filtered. Fifty 
cc. of the filtrate are mixed with 5 cc. of concentrated nitric acid, titrated 
with N/io ammonium thiocyanate solution, using Sec. Of 107, si1erric 
ammonium sulphate solution as indicator. 

Microscopical Characteristics of Powdered Mustard.—The principal 
features of powdered black mustard are represented in Fig. 89° The 
seed shell or hull is shown in cross-section 
at (1), @ being the polygonal-celled epi- 
dermis, 6 a layer of palisade-shaped cells, 
and ¢ a thin pigment layer, the brown 
coloring matter of which is colored blue by 
iron salts; d is the aleurone layer and ob- 
scure parenchyma, and e the small-celled 
tissue of the cotyledons, containing fixed oil 
and albumen. 

(2) shows in surface view the various 
layers of the seed shell, the letters of 
reference corresponding to those of (1). 

(3) shows in surface view a bit of the 


4 extreme outer mucilaginous layer of the seed- 
Fic. 89. — Powdered Mustard Pan 


Pe: cet pat Fig. 247, Pl XXXII, shows the ap- 
pearance in water-mount of pure ground 

mustard. This is a photomicrograph of the ground hulled seed with- 
out the extraction of the oil, and should not be taken as a standard 
for commercial mustard ‘‘flour,” from which, as a rule, a large por- 
tion of the oil has been removed. The cellular tissue of the mustard 
shows in the form of granular masses of loose, fine gray texture; the 
globular bodies are oil drops. Here and there through the field of 
ordinary ground mustard are to be seen patches of the yellowish layer 
>f the seed skin of the brown mustard, a mass of which is shown in 
Fig. 248, with dark-brown spots distributed regularly through it. This 
is the layer shown at (2) b, Fig. 89. The hull of the yellow seed, also 
common in powdered mustard, is similar in appearance, having dark- 
brown spots, but with nearly colorless or gray cell walls, instead of yellow. 
Patches of the outer hull layer represented by (3) in Fig. 89 are also 
very common in the commercial mustard flour. Mustard contains no 


starch. 
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U. S. Standards for mustard flour are as follows: Starch, by diastase 
method, should not exceed 1.5%, and total ash should not exceed 6%. 
Mustard seed should not contain more than 5% of total ash nor more 
than 1.5% of ash insoluble in hydrochloric acid; black mustard seed 
and related types yield not less than 0.6% of volatile mustard oil. 

Adulteration of Mustard.—It is difficult to draw the line between the 
amount of mustard hulls which may naturally occur in ground mustard, 
and the excess amount which is sometimes added as an adulterant. 

In determining starch in mustard, it should be borne in mind that 
mustard hulls have considerable reducing matter by the diastase process, 
although no true starch is evident by microscopic examination or the 
iodine tests. 

At one time much of the mustard in the American market contained 
cereal flour, gypsum, or other makeweights, artificial colors, notably 
turmeric, being used to cover the fraud. Pure uncolored mustard is now 
everywhere obtainable. 

Wild Mustard, consisting of charlock and brown mustard, grows 
luxuriantly in the grain fields of the Northwest and the seed is a common 
impurity of the uncleaned wheat from that region. It is an important 
constituent of wheat screenings, from which it is separated and placed on 
the market under such names as ‘‘ Dakota mustard,” ‘‘ Domestic mustard,” 
etc. The brown mustard has been shown by Kate Barber Winton * to 
be B. Bessertana and not as has been generally believed B. juncea. The 
product also contains other weed seeds, notably those of the mustard 
family, and also a certain amount of broken wheat. 

The following table by Winton and Bornmann f gives botanical anal- 
yses and results of determinations of volatile mustard oil in samples of - 
pure mustards and wild mustard separated from screenings. In addition 
to percentages of volatile oil by Roeser’s method are given figures obtained 
by calculation from the botanical analyses by the following formula: 


V =0.0082B +0.0005C, 


in which V is percentage of volatile oil, B is percentage of brown mustard, 
and C is percentage of charlock. 


ee 


* Winton’s Microscopy of Vegetable Foods, 2 ed., New York, 1916, 183. 
ft Jour. Ind. Eng. Chem., 7, 1915, p. 684. 
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BOTANICAL ANALYSES AND VOLATILE OIL CONTENT OF CULTIVATED 
AND WILD MUSTARD SEED. 


As SEPARATED. CALCULATED FREE OF FOREIGN SEEDS. 
Botanical Analysis. Botanical Analysis. Volatile Oil. 
Calc. 
Obarlock. | Prarmy | RUSE |Chastock,| gprown, | Deter | ZO 
mination. Analysis. 
Bunewcharlocke.ae 4-417 100 ° ° 100 ° 0.05 
ss Ss iets 2 100 ° fo) 100 ° 0.09 
Pure brown mustard....; o 100 ° ° 100 0.98 
PRUCaD a CkamadisLArser sar |MMN h ee hk Eoetnec ee (as cles oy | vce attelt See cue ts eS 7 
Hee ayy ULE RIMS tae leper men eset Ns 05¥s, 5. ou| esstcncesatt es | casiattre veal deusearett 0.05 
Commercial wild mustard 
Separated from— 
Blaxscedmmmieci i: - Ons 09.5 ° 0.5 99.5 0.82 
Barleyvervemaetsns ont: ¢ 90.5 re] 4.8 O5eL 4.9 0.08 0.09 
ee seers ae 8 88.0 10.7 i3 89.1 10.9 0.13 0.14 
iWikhteat erties cx a 85.2 9.0 5.8 90.4 9.6 Onn2 0.13 
BONS BE sing Pe eee 82.1 12.9 5.0 86.4 13.6 0.14 0.16 
ett ee CT S75 8.5 4.0 QI.2 8.8 o.II Onr2 
CER AMN Chey a etern.cs sof 18.2 6.1 80.6 19.4 0.19 0.20 
CUS! ae a ee 47.8 35.8 16.4 BH B 4207 0.39 0.38 
Ree Noreen hash stats Sia 27.6 5 aE ves Bons 0.32 0.30 
A 9 Oe ek Re a Gis 24.5 2.0 75.0 25.0 0.31 0.24 
CaS Eien ek Ge 86.6 2n5 10.9 97.2 2.8 0.06 0.07 
Wnknown:...>...7. 89.0 9.0 2.0 90.8 9.2 @p ily 0.12 
CES Hears Soe 66.2 28.5 iG 69.9 30.1 0.31 0.28 
aR 265, Seve 87.4 18.1 0.8 88.1 11.9 0.16 0.14 


Mustard flour is often made from wild mustard or a mixture of mustard 
seeds containing wild mustard. If the latter consists in large part of 
charlock, the product is doubtless inferior, since this seed has a rank 
flavor; on the other hand, if wild mustard shows a preponderance of 
brown mustard, it is well adapted for use as a spice. 

Charlock is identified by the presence in the palisade cells of a black 
substance which on heating in various acid reagents (such as chloral 
hydrate, glycerine, or zinc chloride, acidified with hydrochloric acid, 
syrupy phosphoric or citric acid), becomes bright carmine. A satisfactory 
reagent is a solution of 16 grams of chloral hydrate in 10 cc. of water and 
1 cc. of concentrated hydrochloric acid. Mount 1o mg. of the material 
in a drop of the reagent, heat gently and examine under a lens. 
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Detection of Coloring Matter.—Turmeric is best detected by the 
microscope (see pages 468 and 469). Oil-soluble coal-tar dyes should be 
tested for as in the case of cayenne. Nitro colors, such as naphthol yellow 
(Martius yellow) and naphthol yellow S, are detected by dyeing tests, with 
subsequent examination of dyed fabric according to directions given in 
Chapter XVII. 

PREPARED MUSTARD.—This product consists of a mixture of ground 
mustard seed or mustard flour with salt, spices, and vinegar. The U. S. 
standards require that it should contain not more than 24% of carbo- 
hydrates calculated as starch, not more than 12% of crude fiber, and not 
less than 5.6% of nitrogen. 

Most of the product consumed in the United States is of domestic 
manufacture, although until the passage of the federal food law it was 
customary to designate it German or French mustard, or label it in a foreign 
language. 

Composition and Adulteration.—The common admixtures are wheat 
flour, maize flour, and other starchy matter, mustard hulls, sugar, chemical 
preservatives, and artificial colors. 

Of 28 brands examined in Connecticut in 1905 by Winton and 
Andrew,* 13 contained cereal flour (wheat or corn), 4 salicylic acid, 
and 25 artificial color (turmeric, nitro-color or azo-color). A summary 
of the analyses of those brands free from cereal flour and those containing 
it follows: 


In the Material as Sold. 


Acid- Z Reduc- | __ 
ity Gam Ash ing | Nitro- 
Calcu-| Total | Total nas other] Pro- | Crude |Matters | gen- 
Water.| lated |Solids. | Ash. Salt than |] tein. | Fiber. |by Acid] free |Fat. 
as * | Salt. Conver-| Ex- 
Acetic sion, as| tract. 
Acid. Starch. 
ee eee SS eS Pees ess See ee i 
Prepared mustard free 
from cereal flour: 
Maximum. ne. s+ 83.68] 3.66 | 23.67] 4.79] 3.69] 1.31] 6.12| 1.68 2.92 | 6.1 |733) 
Minimums... sme ce 73-01] 2.74 | 13.32] 2.60] 2.78] 0.82] 3.62] 0.77 TEiSZ i Ae 2ae oes 
AVerage crises cess 78.59) 3.05 | 18.36] 3.38] 2.32] 1.06] 4.71] 1.17 2.40 | 4.98 |4.22 
Prepared mustard _ con- 
* taining cereal flour: 
AXIMUM .........., 85.63] 3.54 | 27.70] 4.21) 3.39] 1.16] 6.38] 1.59 | 13.69 |15.35 |3.25 
Wibbsbbeothlals SopmguaHoe 70.44| 1.86 9.89] 2.28) 1.51] 0.48] 1.53] 0.22 212) |) 3)82)\0.70 


ee ee ee 


* Ann. Rep. Conn. Exp. Sta., 1905, p. 123. 
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ee 
In the Dry, Fat, and Salt-free Material. 


Reducing 
: Crud Matters |Nitrogen- 
Ash, Protein. rude by Acid free 
Fiber. Conver- | Extract. 
sion, as 
Starch. 
Prepared mustard free from cereal flour: 
Wigs etebibil. - ooo caggeegu pe comsoobonoanaoe 10.66 43-94 I4.12 24.37 44.76 
Mii ratiayta ria aah cc ocnval ate ravens tect he ahs Sure ave lanl e's 7:35 32,01 7.77 16.82 34.98 
AV Grape raenan wyatt Gina creases aie wrote eT eees 8.94 39.44 9.89 20.11 41.73 
Prepared mustard containing cereal flour: 
MiGs cael bielc oa 5 so405.c00 sono dod GOoaUeOnS 0.68 33.89 18.44 59.22 66.42 
Mitratrin etreieme cre creme erase ers Hie ciatacate > echetoss 4.84 21.37 0.45 24n5 tena 9 
Whole mustard seed (analyses by the author. 
See page 472): 
WMERRUaTs AITO Boe stele rerstole siereherere erste aie laie) cisterea's 7.64 48.31 10.33 15.91 48.55 
Mitrsarriitiaa vs peteveterate) sictoiele (ale aie: cue e\ soley eye ecekeye'e 6,28 37.50 7.24 11.94 37.84 
TA VELARDE yb Metray eter stevens ei ehicio aici ay one Clbiw aiel’eroke 6.83 44.31 8,05 13.82 40.81 


The following methods for the analysis of prepared mustard were 
used by Winton and Andrew, and afterwards adopted by the Association 
of Official Agricuitural Chemists: 

Determination of Solids, Ash, and Salt is carried out in one portion of 
5 grams of the thoroughly mixed material, following the usual methods. 
The salt is calculated from the percentage of chlorine. 

Determination of Ether Extract.—Place 10 grams of the material and 
about 30 grams of sand in a capsule, and dry on a water bath with stir- 
ring. Grind the dried residue and extract with anhydrous ether in the 
usual manner. 

Determination of Reducing Matters by Acid Conversion.—Treat 
the material directly, without previously washing, as described on page 
A2 5. 

Determination of Fiber.—Treat 8 grams of the material (equivalent 
to about 2 grams of dry matter) as described on page 286, except that (r) 
the boiling 1.25% acid is added directly to the material without previous 
extraction, taking care to introduce it in small portions and shake thoroughly 
until all lumps are broken up, and (2) the fiber after collecting on the 
weighed paper is washed twice with alcohol and finally with ether until 
all fat is removed. If these precautions are not followed the results will 
be high. 

Determination of Protein.—Nitrogen is determined by the Kjeldahl 
or Gunning method, and the result multiplied by 6.25. 

Detection of Dyes and Preservatives.—See chapters XVII and 


XVIII. 
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NUTMEG AND MACE. 


Nature and Production.—Both nutmeg and mace occur in the fruit 
of several varieties of trees of the genus Myristica, especially of Myris- 
tica fragrans or Myristica moschaia, belonging to the family Myristi- 
cacee. The nutmeg tree is a native of the Malay archipelago, and grows 
from 20 to 30 feet high, somewhat resembling the orange tree in appear- 
ance. It does not produce flowers till its eighth or ninth year, after which 
it bears fruit constantly for many years. The fruit is a globular, pendant 
drupe, about 5 cm. in diameter, of a yellowish-green color, the pericarp 
of which, when ripe, splits in two, showing within it the seed, completely 
surrounded by a fleshy, fibrous aril, or covering of a crimson color. This 
covering, when dried, furnishes the mace of commerce, while the kernel 
of the hard, brown seed is the nutmeg. . 

The seed as separated from the fruit is surrounded by a thick tegu- 
ment, marked with depressions corresponding to the lobes of the aril or 
mace, and by a second thin, inner envelope, closely adhering to the seed. 
The whole seed is dried in the sun for about two months, or by the aid of 
heat, the tegument becoming separated from the kernel, and, by breaking 
with a hammer, is readily removed. The kernels are then commonly 
washed in milk of lime, and again dried, or they are sometimes treated 
with dry, powdered, air-slaked lime. Liming is alleged to prevent sprouting 
and ward off the attacks of insects. The so-called brown nutmegs of 
commerce are those which have not been treated or coated with lime. 

NUTMEGS.—True nutmegs, the seed kernel of M. fragrans, are spher- 
oidal, sometimes nearly spherical, from 20 to 25 mm. long and 15 to 18 
mm. in diameter. The outer surface is somewhat furrowed. A cross- 
section of the kernel shows the grayish-brown, starchy endosperm, mottled 
with the dark-brown, resinous veins of the perisperm. These veins on 
pressure with the finger nail present an oily appearance. Near the end 
of the nutmeg which is attached to the stem, is a small cavity, in which 
is the undeveloped embryo with two cotyledons. 

Macassar, or long nutmegs, the seed kernel of M. argentea, are more 
elongated than true nutmegs and are inferior in flavor. 

Nutmeg contains a considerable amount of fixed oil, a volatile oil, 
starch, and albuminous matter. — Its volatile oil is colorless, and is soluble 
in three parts of strong alcohol. The specific gravity of nutmeg oil 


varies between 0.865 and 0.920, and its specific rotary power (a)p=14 
to 28. 
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Richardson’s analyses of three samples of nutmeg are as follows: 


| 
Water. | Ash. Volore Bae Starch, | Crude | Albu- | Nitro- 


Rais eter Fiber. |minoids.| gen. 
Whole limed Rerfeeile nie = 6:08)" 3527 2.84 | 34-37 | 36.98 | 11-30] 5.16 -83 
Ground limedia 2 .j.50- 4-19 | 2.22 S=97 1037-308 |PA4Oab2aOn73) | ice A2 -87 
Groundiaee secs. ase" 6.40 | 3-15 | 2-90 | 30.98 | 41.77 | 9.55] 5.25 | .84 


Konig gives the following minimum and maximum composition of 
nutmeg: 


Minimum. Maximum. 

Wales ietcc aioe micisiobinisie oslo eo e:0:0 Ase I2.2 
IMU umMInoldsatiet epee cis’ eeitie' sie ee /ei- 5-2 6.1 
Wolatilovoileeereatevetci erasecle eiaicleiei 2.5 4.0 
B@hi- oo an se eS OSa QS GO Cua BAGUSOOOC 31.0 Byes 
Carpohliycdratesoomes sss sists e <\ci cleleisiele/= 29-9 41.8 
CANNGSS cocesacdncnosstebosagcude 6.8 12.0 
PAS ep eeorstets lain iain/sioicicie <(sisis e/c/a1sieie/~ 2.2 3S 


Winton, Ogden, and Mitchell analyzed four samples of nutmeg of 
known purity, the following being maximum and minimum results: 


Ash. Ether Extract. 


aia Soluble in | Insolubl N 
oluble in nsoluble . on-vola- 
Total. | “Water. | in HCl | Volatile. | Other” 


10.83 3-26 1.46 0.01 6.94 36.94 
5-79 2.13 0.82 0.00 2.56 28.73 
poe 
Alcohol atters bY | Starch by Crude Nitrogen Total 
Extract: Ang ae Diastase. Fiber. X 6.25. Nitrogen. 
Starch. 

Maximum..... Spsasecde 17-38 25.60 24.20 Bee 7.00 Mees 
Minami Se osnocosapsec 10.42 27209 14.62 2.38 6.56 I.05 


Microscopical Structure of Nutmeg. (Fig. 90.)—The thin-walled 
cells of the parenchyma of the endosperm or albumen are shown at 
(1), with starch grains. Simple and compound granules of the starch are 
shown at (2). Aleurone grains appear as shown at (3), and (4) represents 
in surface view the epidermis, or brown seed coat, with its numerous 
layers of flat cells. Powdered nutmeg under the microscope in water- 
mount shows most commonly a sponge-like, loose meshwork of bruised 
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or broken cellular tissue, with many starch granules, and occasional 
fragments of the epidermis. 

Fig. 240, Pl. XXX, is a photomicrograph 
of a water-mounted sample of pure nutmeg. 
The starch granules of nutmeg are different 
from other starches in appearance, being 
almost circular as a rule, quite uniform in 
size (averaging 0.006 mm. in diameter), and 
having very distinct central hyla. 

The U. S. Standards for nutmegs are 
Fic. 90.—Powdered Nutmeg as follows: Non-volatile ether extract should 

under the Microscope. X125. be not less than 25%; total ash should not 
cae) exceed 5%; ash insoluble in hydrochloric acid 
should not exceed 0.5%; crude fiber should not exceed 10%. 

Adulteration of Nutmeg.—Nutmegs are usually sold whole, since the 
housewife much prefers to grate the whole nutmeg, rather than to use 
the ground material. It is hence less liable to adulteration than the 
other spices, though of late more of the ground nutmeg is being sold 
in packages. Samples of ground nutmeg have been found in Massa- 
chusetts adulterated with wheat and nutshells. One sample was found 
to contain at least 25% of ground cocoanut shells. 

Nutmegs which have become mouldy, or have been eaten out by 
insects, have been imported for grinding, as sound nutmegs are not readily 
reduced to a powder. Such a product is obviously unfit for consumption. 

An inferior variety is known as the Macassar nutmeg. This lacks 
much of the agreeable pungency of the better grades. 

MACE.—The crimson-colored aril that surrounds the nutmeg kernel 
within the pericarp, as above described (p. 480), has many narrow, 
flattened lobes. In the process of drying to form the mace of commerce, it 
loses its brilliant red color, and turns a yellowish brown. When dried, it is 
brittle, somewhat translucent, and of a pungent odor. Whole mace appear 
on the market in the form of flat membranous masses, 3 to 4 cm. long. 

Macassar mace has a characteristic wintergreen taste. Bombay mace 
is lacking in spicy flavor. 

Mace contains no starch as such, but a modified form of starch known 
as amylodextrin. This is a carbohydrate, C3g5H6203; +H20, which pro- 
duces with iodine a red coloration. Mace has a large amount of fixed 
oil, as well as considerable resinous and albuminous matter, and a vola- 
tile oil which much resembles that of nutmeg. 
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The specific gravity of volatile oil of mace is rather higher than that 


of nutmeg oil. 


Its specific rotary power, (@)p=10 to 20. 


Konig’s figures for the composition of mace are as follows: 


Water 


Protein (WV X6.25) 
Wolatileroll ese meee. ea! er a 


Carbohydrates 


Cellulose Me arere snctoeere cee tc.s 


Ash 


Minimum. Maximum. 
4-9 17-6 
4.6 On 
4.0 8.7 
18.6 29-1 
41.2 44-1 
4-5 8.9 
1.6 digit 
45-1 55-7 


Richardson gives the following as the results of analyses of three 


samples made by him: 


: Unde- Protei 5 
Water. | Ash. Volwile Resin. fees wince (Nv x Ne 
: mined p 6.25). s 
iW holetmace jess 2s -- 5-67 4-10 AA || Aiofo || Cate, | aOR |) Laks 373 
Groundsmaces cass on Hasty || Ales Sz005920-08sl35-50N| a4 e455 Os13) | eos 
Ground mace, j2-~-..- 10.47 2.20 8.68 | 23.33 | 34-68 | 6.88] 5.08 a(ehit 


Winton, Ogden, and Mitchell’s analyses of four samples of pure Banda 
or Penang mace, as well as of Bombay and Macassar mace, are sum- 


marized as follows: 


Ash. Ether Extract. 
Moisture. a 
fi Aaa oe eee Volante, |e elas 
True mace: Maximum....| 12-04 2.54 Teg S 0.21 8.65 23-72 
Minimum ....| 9-78 1.81 1.06 0.00 6.27 21.63 
AVETASCas.s- <- IL.05 2.01 eegi83} 0.07 Ge) 22.48 
iNatcassatmerste-cers arb ctevstatetee 4-18 2.01 i ie 0.03 5-89 53-54 
Bombay (adulterant).....| 0.32 1.98 ay] 0.07 4-65 59-81 
ss 
Reducing 
Alcohol Maes ay Starch by | Crude Nitrogen Total 
Extract. HERG, BS Diastase.* Fiber X 6.25. Nitrogen. 
Starch. 
True mace: Maximum....| 24.76 34.42 30.43 2205 7.00 ie) 
Minimum ....| 22-07 Aap 23-12 2.94 6.25 I.00 
IAVELALC Her are DIG Et Bia 27.87 3-20 6.47 1.03 
Mia GASSAT await Se cis ners © 32-89 10.39 8.78 4-57 7-00 Tieeie2 
Bombay (adulterant) ..... 44-27 16.20 14.51 Bae 5-00 0.81 


* The figures in this column do not express starch, but amylo-dextrin, which like starch may be 
determined by the diastase method. 
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‘Microscopical Structure of Mace.—Fig. o1 shows characteristics of 
mace, (1) being a cross-section through it, (2) a surface view. of the 
epidermis, showing its elongated, often 
nearly rectangular cells, and (3) the large- 
celled parenchyma, in which are numerous 
oil globules. The contents of the paren- 
chyma cells are for the most part color- 
less, consisting of protein, fat, and 
granules of amylodextrin, which are shown 
at (4). At (5) are shown fragments of 
vascular tissue. 

The water-mounted powder of pure 

ac mace shows no highly colored fragments, 

Fic. or.—Powdered Mace under hut as a mass, is white or grayish, and 

ae, aaa X12a5- (After OF loose texture. Occasional pale, yel- 

lowish, lumpy masses appear, and pale- 

brown fragments of the seed coating. The amylodextrin granules 

(which are colored red-brown by solution of iodine) are very 
small. 

U. S. Standards.—Mace should contain not less than 20 nor more 
than 30% of non-volatile ether extract; nor more than 3% of total ash; 
nor more than 0.5% ash insoluble in hydrochloric acid; nor more than 
10% of crude fiber. 

Adulteration.—Turmeric and cereal starches have been detected in 
mace, but by far the most common adulterant is the so-called false, or 
wild mace, otherwise known as Bombay mace. 

The non-volatile ether extract of both Bombay and Macassar mace 
is twice as high as that of true mace, and at room temperature the fixed 
oil of Bombay mace is a thick and viscous fat, while that of true and other 
maces is a thin oil. 

The refractive indices of the fixed oils of various species of pure, as 
well as of Bombay mace, as determined by Lythgoe follow: 
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Np at 35° C. 

Banda Mace (Ryman strc ste oe cans eee 1.4848 
ie m (Jerre Sraee svn, nbn Te aes 1.4747 

at - (Cae I cA eee ser 1.4829 
Batavia Mace (CO a he A eae eRe ae eh 1.4893 
* aoe (ig Sets Abe ea 1.4975 
Papua Mace ENS Goon eee a 1.4816 
: e 2) eter tases ei~'<.2 Syste aPSjel eis «ns 1.4795 
DN sem RC ATIBINI DCE ML) esac oiets.« S seke io ezine ss 30 1.4766 
Bombay Mace ahd BA NESE oe ee ae ee 1.4615 
- 4 (2 yan terase 2 Oetioe CoE ORE 1.4633 


The microscope indicates at once when Bombay mace is present in 
a sample. The oil glands situated in the outer layers of Bombay mace 
are strongly colored and contain a reddish resinous substance, while the 
glands of the more interior layers have balsam-like contents of bright 
yellow color. Both the red and yellow lumps are visible in water mounts, 
but a 5% potassium hydroxide solution colors them a brilliant blood-red, 
making possible an approximate percentage estimation of Bombay mace 
in true mace. 

Hefelmann’s Test for Bombay Mace* consists in saturating a strip 
of filter-paper with an alcoholic solution of the mace, and removing the 
excess of liquid by pressure between filter-paper. On treating with a 
drop of dilute sodium or potassium hydroxide solution, a red color is 
produced in presence of the wild mace. 

Waage’s Test.t—One part of the mace is extracted with ten parts of 
alcohol, and potassium chromate solution is added to the extract. If 
Bombay mace is present, the solution becomes red, and the precipitate, 
which is at first yellow, becomes red on standing. True mace gives a 
yellow solution and precipitate, and the latter does not change greatly on 


standing. 


* Pharm. Zeit., 36, 1891, p. 122. 
{ Pharm. Centbl., 33, 1892, p. 372. 
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Constituents.—The oils and fats are essentially the glycerol salts or 
triglycerides of the fatty acids. Free fatty acids, lecithin (page 35), and 
sterols (cholesterol and phytosterol, page 521) are among the minor con- 
stituents. Vegetable oils owe their yellow color to carotin or related 
substances. Butter fat also contains carotin derived indirectly from feeds. 
The greenish color of certain grades of olive and other oils is due to chlor- 
ophyl. 

Mono- and di-glycerides are prepared synthetically, but do not exist 
in natural oils or fats. 

Solubilities of Oils and Fats.—The edible members of the group are 
insoluble in water, and are almost insoluble in cold 95% alcohol, though 
they aré somewhat soluble in absolute alcohol. They are readily soluble 
in ether, petroleum ether, chloroform, carbon tetrachloride, various chloro- 
compounds of ethylene and ethane (especially trichloro-ethylene), acetone, 
amyl alcohol, oi! of turpentine, and carbon bisulphide. 

Fatty Acids.—Following, compiled from Lewkowitsch,* are the fatty 
acids whose glycerides occur in edible oils and fats, together with their 
melting- and boiling-points so far as these have been determined. 


ACIDS OF EDIBLE OILS AND FATS. 


Name. Formula. ae ee Occurrence in Oils and Fats. 
Acetic Series........ C,H2,O2 
IB Wey rit tere seere heres CyHs02 —6.5° 162.3°| Butter. 
GaprolGiy. rac icin (CASEAOH Vi wo chaace 202-203 | Butter, cocoanut, palm nut. 
Gapryliceren-.cis CsHi5O2 16.5 236-237 | Butter, cocoanut, palm nut. 
CaptCers oe ai.s ot Cio HO2 Bil, 268-270 | Butter, cocoanut, palm nut. 
auniceee mcraavc. ie Ci2H24O2 43.6 176 Cocoanut, palm nut. 
Miyristictemiartcista CisH2O2 53-8 196.5 | Cocoanut, palm nut, sesame, 
butter. 

[Palmiticneemretinie CigH 202 62.6 215 Nearly all oils and fats. 


* Chemical Technology and Analysis of Oils, Fats, and Waxes, sth ed., London, I, 1913, 
p. 348. 
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Name. Formula. peace ae Occurrence in Oils and Fats. 
SleariCae is ee CisH 3502 69.3° 232.5 | Fats, most oils, except olive and 
maize. 
AT AGG Cee Cop H 4902 ih Mi are Peanut, butter (trace), rape, 
cocoa. 
IBehenichmenr rer: CoHysO2 Set ll os oaen 
Lignoceric. ....... CosHigO2 ST ey eels Peanut. 
Oleic Series......... Cyn —202 
Hy pogeicnre sae ce CigH3902 33 236 Peanut. 
Oleieneesrics. ce ci CisH34O2 14 232.5 | Nearly all fats and oils. 
Uso-oleiG, cetcts oo: CisH34O2 Amis Ng oon co8 
Ra pichesacint.t ane (Sel Ohe ol sendwich en Mane. Rape, mustard. 
lDigiteGar a Re ary CxH2O2 33-34 264 Rape, mustard. 
Tnimolic:Seriesee se. CrHon — 402 
inolicee ere CigH3202 + junder —18] ....... Linseed, olive, cottonseed, pea- 
nut, sesame, maize, cocoa, pop- 
py seed, soy bean, sunflower. 
Linolenic series...... CyHen—6O2 
inolenicursceer re. Cin Ore Gia tees esas Linseed, poppy seed, soy bean. 
Clupanodonic Series..| C,H2y —sO2 
Clupanodonic..... (Seopa lara trae” (tac wears Whale, cod-liver, fish. 


Saponification of Fats and Oils.—By this term is meant the decom- 
position of the glycerides composing the fats or oils, whereby the tri- 
atomic alcohol glycerol and the fatty acids or their alkali soaps are sep- 
arated. The saponification process is commonly applied in carrying out 
many determinations of value on fats and oils, such as those of the soluble 
and insoluble fatty acids, the Reichert value, etc. As commonly carried 
out, the tri-glycerides are first split up into glycerol and the soluble soaps 
of the fatty acids by the action of caustic alkali, usually in solution in 
alcohol. This part of the process in the case of a given oil, composed, 
for example, of stearin, olein, and palmitin, is illustrated as follows: 


(1) C3H5(CigH3502)3 +3 KOH = C3H5(OH)3 + 3K (CisH3502) 


Stearin or Glycerol Potassium 
triglyceryl stearate 
stearate 


(2) C3Hs (Ci6H3102)3 +3KOH =C3Hs; (OH)s +3K(Ci6Ha1 Oz) 


Palmitin or Potassium 
triglyceryl palmitate 
palmitate 


(3) C3H5(Cigl{3302) +3KOH =C3Hs(OH)s +3K (CisHs302) 
Olein or tri- otassium 
glyceryl oleate oleate 
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These “soaps,” or potassium salts of the fatty acids, are further de- 
composed by the action of sulphuric acid into the free fatty acids and 
potassium sulphate, in the case of potassium stearate, as follows: 

2K (CygH3502) +HeSO4= KeSO4 +2H(CisH3502) 
Potassium stearate Stearic acid 

The result obtained in the determination of saponification number— 
the number of milligrams of potassium hydroxide required to saponify 
1 gram of fat—is inversely proportional to the average molecular weight 
of the glycerides present. 

Hydrogenation of Oils.—Recently the hardening of oils by hydro- 
genation, employing nickel (or less often platinum or palladium) as a 
catalyst, has become of commercial importance. By this process olein 
and other unsaturated glycerides are more or less completely converted 
into stearin as is shown by the lowering of the iodine number and the 
change of the physical constants. Not only are vegetable oils hardened 
by hydrogenation but also whale oil and other fish oils which may be 
transformed from inedible products into bland and tasteless fats. Hardened 
oils are used in lard substitutes in place of natural stearin. 

Various oxides and salts of nickel have been used in place of the metal 
in hydrogenation, but the actual catalyst in all such cases, although for 
some years a matter of dispute, has been shown without question to be 
the metal. 

The treatment, unless slight, renders useless the Halphen test for cotton- 
seed oil and the hexabromide test for fish oils, but does not usually inter- 
fere with the Baudouin test for sesame oil. Boémer* finds that neither 
cholesterol nor phytosterol is changed. 

The table of results by Bémer* on page 489 shows the effects of 
hydrogenation on the chemical and physical constants of certain oils. 


ANALYSIS OF EDIBLE OILS AND FATS. 


Judgment of Purity of fats and oils presents numerous difficulties 
owing partly to the variation of the physical and chemical constants. 
Among the influences affecting the constants are, in the case of vegetable 
oils, the large number of varieties and species of fruits or seeds from which 
each oil in different localities is obtained, in the case of animal fats, the 
breed and feed, and in both cases the method of refining, age, and con- 
ditions of storage. Hydrogenation has added further to the difficulties. 


* Zeits. Unters. Nahr. Genussm., 24, T9r2) p. 107. 
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EFFECTS OF HYDROGENATION ON THE CONSTANTS OF OILS. 


ae Acid 
Melti Solidi- a : 
Hardness. | ,Color. Pome fying pera mess pe pone: lodine 
Deg. C. Boe Reading} KOH |Number.|Number. 
coal ato. per 
gram). 
Peanut oil 
INatinal eee es Fluid | Yellow — — 
( 56.8 Te sot aah, || coy. 
Hardened Poe re Soft White |44,2 | 30.2°| 52:3 158 138 3 “ee 
Se onde Medium *| White | 46.1 | 32.1 | 50.5 O.9n | 188s4 hasaer 
Gone ee Hard ¢ | White! 53.5 | 38.8 | 49.0 1.2 189.0 | 42.2 
Sesame oil 
iardened re. se Hard t+ | White | 62.1 2B 1) a 
Cottonseed oil...... ue a a EO: 
iWardened..... ..02. « Medium *|Yellow 8. DE. 8 
Saeaen 38.5 Soe e53e 0.6 | 195.7 | 69.7 
Naturale. 2... Soft White | 25.6 20-4) 2784 ° 
‘ 5 ? ; 23} AKG ao || “airats} 
Hardened........- Medium *| White 3 27. s 
Whslecl 44.5 (etn OS) 0.4 254.1 0 
Hardened were Hard fj | Yellow] 45.4 | 33.7 | 49.1 I.t | 193.0 | 46.8 
* Consistence of lard. 7 Consistence of tallow. t Determined at 50° C, 


Tt is often difficult to name the adulterant or estimate the extent of 
adulteration. In some cases a large number of tests must be made before 
one can intelligently form an opinion. It should be borne in mind that 
skilful manufacturers may adulterate the edible oils and fats with mix- 
tures intended to confuse the chemist, and yield on analysis constants 
that are entirely misleading. Information may often be gained by care- 
fully noting the color, taste, odor, and appearance of the sample. 

Rancidity should not be confounded with acidity, although rancid oils 
usually are high in acids. Lewkowitsch holds that fatty acids are liberated 
by the action of moisture in the presence of enzymes. If in addition the 
oil is exposed to air and light, the fatty acids are acted on, causing rancidity, 
which is detected by taste and smell, although chemically little understood. 
As a rule rancidity develops more readily in liquid oils in which olein 
predominates than in solid fats. To avoid changes samples should be 
kept in a dark, cool place in tight containers. 

Filtering, Measuring, and Weighing of Fats.—A steam- or hot-water- 
jacketed funnel as represented in Fig. 92 is convenient for filtering fats, 
or, in the absence of this contrivance for keeping the fat in a molten con- 
dition, a hot funnel may be employed, the filtering being best conducted 
in a warm closet or oven. 

Portions of the fat for the various determinations may be measured 
off with a pipette while still hot, or, after cooling (over ice if necessary), 
the desired amounts may be removed in the solid state. 
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Specific Gravity.—The specific gravity of liquid oils is most con- 
veniently taken either at room temperature ‘or at 15.5°, being always 
best referred to the latter. Either the hydrometer, Westphal balance, 
Sprengel tube, or pycnometer is employed, according to the degree of 
accuracy required. If taken at any other temperature than 15.5°, say 


Fic. 92.—Jacketed Funnel for Hot Filtration. 


at room temperature, 7, the specific gravity may be computed at 15.5° 


by the formula G=G'+K(T—16.5),* 
in which G is the specific gravity at 15.5°, G’ the specific gravity at T°, 
and K a factor varying with the different oils as follows: 


FACTORS FOR CALCULATING SPECIFIC GRAVITY. 


Oil. Correction 


for 1° C. Observer. 


Codsliver'oil tees seen eee 0.000646 A. H. Allen 
Dard oil.c.d- 20.5 scns vies efor -0006538 | C. M. Wetherill 
Olive oil. ye" aaa eer ae cate -000629 | C. M. Stillwell 

per ecamutvoils. 0. coc ate eles -000655 | A. H. Allen 

| RADE VO eee eke tee eee - 000620 i 
Sesameoll aes seen eee -000624 es 
Cottonseed ioilya= sence see -000629 s¢ 


* Allen, Com. Org. Anal., 4 Ed.; Vol. II, p. 40. 


OILS AND FATS. A491 


Unless the most accurate work is necessary, it is sufficient to assume 
in all cases K=0.00064, in which case the formula becomes G=G’+ 
0.0c064(T —15.5). 

In the case of solid fats, it is most convenient to take the specific 
gravity of the melted fat. This may be done at any temperature above 
the melting-point by either of the instruments above described, or at the 
temperature of boiling water by the Westphal balance or pycnometer. 
The figures thus obtained may be compared with those for water de- 
termined in the same apparatus, either at the same temperature or at 15.5°. 

When the pycnometer is used, it is immersed in a water-bath, the 
temperature of which is well above the melting-point of the fat, say 35° 
or 40° or 100°. While still immersed nearly to the neck, it is carefully 
filled with the melted fat and kept in the bath till the fat has acquired 
the same temperature, usually about 15 minutes. If the pycnometer is 
provided with a thermometer stopper, this will serve to indicate the tem- 
perature; otherwise a separate thermometer is inserted in the bath. 
The pycnometer is then removed, cleaned, dried, and cooled to the room 
temperature, at which it is weighed. The factors employed in the above 
formula for calculation of specific gravity of solid fats at 15.5° are as follows: 


FACTORS FOR CALCULATING SPECIFIC GRAVITY. 


— 


Fat, Correstign 
Cocos bultercmrer yee ce abr Mori eerie oes a oe 0.000717 
Dall ow pert hacen tcs Seasia Aree ew Bee a sad ove haba fees .000673 
War deecrem le ey eereranie cpyecaieayne she Sal bie lulose a aes ovate .000650 
Butter latememeeriser ary cac tet isverss ichteenaiase ees .000617 
COCHOAINIESECATITN eae etree carseat Is ole eee) centers .000674 
GOCOAMUEOllaertmern ye A oeiorneeste cin ene eenate ale Siike wars . 000642 
(Pa lmpntcOll pera atte casi cieharrronaremereeslnitiant ss ae acne .000657 


Either the Westphal balance or the hydrometer may be used directly 
on the melted fat, carefully recording the temperature and calculating 
as above. 

For making the determination with the Westphal balance at the 
temperature of boiling water, the melted fat is contained in a vessel im- 
mersed in a boiling water-bath, and kept sufficiently long to acquire that 
temperature, which is carefully noted. 

Calculation of Proportions of Two Known Oils in Mixture.*—This 
may be roughly accomplished from the specific gravity of the mixture 
and of the oils known to compose it. 


* Villiers et Collin, Les Substances Alimentaires, Paris, 1900, p. 646. 
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Let G=specific gravity of mixture, 
D and D’=specific gravity of the two oils, 
and X=% oil of specific gravity D. 
_100(G—D") 
D-D' , 
SPECIFIC GRAVITY OF EDIBLE OILS AND FATS. 


Then xX 


Specific Gravity, 
a505 


Oil. 

15.5°° 
Rape Oil. icteerisns:siclsyern sscleete chore crarieenere ©.913-0.917 
Olive roll feasac vets ie be eer een ©.915-0.918 
ard oil enacts atime aentin teem ra recteter ee ©.915—-0.918 
Mustard oils; iy erectemcplcnacrertorernmcre ©.914-0.919 
Sesame Oil). weratiiste cise oereie aisteter ome ©.92I-0.924 
Peanut, ole tar emctechicre ane ete. ert enre ©.917-0.926 
Cottonseed oil, . aor appasterase teeta ete ©.922-0.926 
Sunflower: oil say -nnecctteis a ctereietet ares ©.924-0.926 
Maize oil. saa. aetna eaudtelonieisieter naiereteye ©.921-0.927 
Poppyseed, other aianeaq sini eaten caterer ©.924-0.927 
SoysOilse. ore panty asc we en tates 0.922-0.928 
Linseed ‘oilon carers cite ae oe ae oe ©.931-0.941 

Specific Gravity, 
Fat. 100° 

P55 cn 
Mutton -tallowsesmacememecen ee iteecin 0. 858-0. 860 
Cacao butter acca seeee eee eee 0.858 
Qleo stearin see eesti ee aot ee oe ©. 858-0. 862 
Beet, tallow sen women omer cere te 0. 860-0. 863 
Oleojoilizcie cca Meret eerie ©. 860-0. 863 
TASC et tenoce Simeone nee eS 0.859-0. 864 
Cottonseed stearin «+... 2st tek 0. 864-0. 868 
Cocoanutistearimmneemeecee rie enter 0.870 
Palimtkernelcteaxin erm erent 0.870 
Butterfatiieermraeetee cere 0.865-0.870 
‘PalmekernelcoilWentene eee eeratese nn: 0.859-0.873 
Cocoanut’oll ea pcan nce 0.863-0.874 


Determination of Viscosity in the case of edible oils, is of less im- 
portance than in the case of lubricating oils, and gives little insight into the 
nature or purity of the sample. Its application in the detection of oleo- 
margarine in butter is discussed by Lewkowitsch.* Descriptions of viscosi- 
meters are given by the same author. 


Z *Loc. cit., p. 348. 
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Determination of Refractive Index, and the reading on the arbitrary 
scale of the butyro-refractometer, express in two different and interchange- 
able terms the refraction value, a useful and easily determined constant of 
fats and oils. 

For the routine examination of fats and oils the butyro-refractometer 
is more convenient than the Abbé refractometer, and the readings obtained 
by the former instrument are less cumbersome than refractive indices. 

These instruments and details with regard to their manipulation are 
described in Chapter VI. 

The readings on the scale of the butyro-refractometer may be readily 
transformed into refractive indices and vice versa by table or by means of 
the Leach and Lythgoe slide rule (page 93). Lythgoe’s* table on 
pages 494 and 495 is useful as showing readings on the butyro-refractometer 
of edible oils and fats at various temperatures. 


REFRACTION OF EDIBLE OILS AND FATS. 


Oil. Butyro Scale, 25°. Refractive Index, 25°. 
ibewgal Gitlin aly hanes Ae Son eae nen ane 54-60 I.4620-1. 4660 
MOVE ENGIN seusnats eoy sels oslo ataleritste ere «;oceley aves 60-64 1.4659-1. 4680 
Peanut: Olle pret yociie cis «siecle aia tscet ds 65-67.5 I.4691-1.4707 
KCOLLONSEEE OIL a -,65 os shine cisions eee com 66-70 1. 4698-1. 4723 
IRADOLOU ear Gis na eae eneusis peieiaiee 68-70 I.4708-1.4723 
IM ETRY ER go ite tl acy an CIC REE CR ORC ee 64-71 1. 4688-1. 4720 
ERRNO LMM I ae ieraiaeia (ciara ond aie as ecainien atest 68-71 I.4710-1.4729 
Va zee lllawnet ea .a.ctars iowa eit ote ve © ede vistas Fie I.4720-1.4734 
SUMO WEL Oller sereiiot sees 10/6 asin atrso 04 6 72 1.4735 
DOVAOLer. ores 1 Ao ee ee ee 7I=73 I.4720-1.4742 
EOD WASCOCOLUnuerAmn tein ietieusre oor cone ancl: 70-75 1.4723-1.4754 
I Dimetyeete lies Ik oh nears ca tice err ee ee 81-87 1. 4789-1. 4824 

Fat. Butyro Scale, 40°. Refractive Index, 40°. 
GocoanitestCariay rar teiacteerstateleere Glo reus ese" 
(CGcoanittioll wists taves ee hae Oois cine eve seni oi- 33-36 I.4474-I .4495 
PAlTIMKErNelesteaTiNs seca jaye e cieveissensc else) te) 
[a imap kernel: Ol perc. rsyric terete alas sae 51% our «0101 - 30-39 I.4495-1.4517 
BULLETS AU epee atts ee cis w cia eke ee iafedie nut x 40.5-46 * 1.4527-1.4566 fT 
Wleorstearulee ye tekst ce ote ails ales.» bfonaranacs 40-48 I.4524-1.4580 
SACAOMDUILLEE tytn set aircie te roche sicis bie isie she's 46-48 1.4566-1,.4580 
Mp cetetallowpanarerieterslassisjoirersrovelaieie sé 2 004 46-49 1.4506-1. 4586 
VE tomubal lowest tore siote eisisielie eres ons. <> 49 1.4586 
SL EONON arin Per rore rarer ste te oie okie eres ie lwlisleibce 47-50 f; 1.4573-1.4593 § 
ATC ee co eter omacaetmtac ete me es 48.5-52.5 I.4583-1. 4609 


* 48.7-54.2 at 25°. + 1.4582-1.4621 at 25°. $ 55.2-58.2 at 25°. § 1.4627-1.4647 at 25°. 


* Tech. Quart., 16, 1903, p. 222. 
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CALCULATED READINGS ON BUTYRO-REFRACTOMETER OF EDIBLE 
OILS AND FATS. 


Temp. |Covoanut | Butter.*| gioacin.| patter. | Tallew: | Steauna| Oles/)) aa aalig 
45-0 | 31-6 41-5 41.9 43-7 44-1 44-9 45-0 48.2 

Mas || yee 41-8 2ee 44.0 44-3 45-1 45-3 48.4 

AAL OUI 3222 42.0 42-4 44.2 44.6 45-5 45-6 48.7 

43-5 2.4 42.3 42.6 44-5 44-8 45-7 45-9 49-0 

43. Oul S227 42.6 42.9 44.8 45-1 46.0 46.1 49-3 

AA5 || SPO 42-9 43-2 45-0 45-4 46.3 46.4 49-6 

Az,0>| 33-2 43-1 43-5 45-3 45-6 46.5 46.7 49-9 

41-5] 33-5 43-4 43-7 45-6 45-8 46.8 47-0 50-1 

41.0 | 33-7 43-7 44.0 45-9 40.1 47-0 47-3 50-4 

40-5 | 34-0 43-9 44.2 46.1 46.3 47-3 47.6 50-7 

40.0 | 34-3 44.2 44-5 46.4 46.6 47-6 47-8 50-0) |) 5220 
Bo5 | Biss MANS None es 46.6 46.8 47-8 48.1 5E.3 Ub Gnd 
39-0 34.8 PSs en eres See 46.8 Ap 5 48.1 48-4 51-6 Goa 
38-5 | 35-0 Bisa) ||aacecces 47-1 47-4 48-4 48-7 5E-9) | seed 
38-0 | 35-3 | 45-3 |-------- 47-4 | 47-6 | 48.6 | 48.9 52-1 | 52.6 
37-5°| 35-5 | 45-6 |----.--- 47-6 | 47-8 | 48.9 | 49.2 | 52-4 | 52.8 
37-0 | 35-8 45-9 |-------- 47-9 48.1 49-2 49-5 52-7 | 53em 
36.5 | 36-1 | 46.1 |......-- 48.2 | 48-3 | 49-4 | 49-8 53-2 | 53-4 
36.0 | 36.3 | 46-4 |-------- 48.5 48.6 | 49.7 50-0 53-3~ | S3aqi 
35-5 | 36-6 | 46.7 |.------- 48.7 | 48-8 | 50.0 |} 50.3 53-6 | 54-0 
35-0 | 36.9 47-0 |----+--- 49-0 49-1 50.2 50.6 53-9 | 54-2 
34-5 | 37-1 47-2 |ev sree ee |e eee eee e|ee eee ee] sere eee 50-9 54-2 | 54-5 
34-0 | 37-4 Ye es ed ee ee 51-2 54-4 | 54-7 
33-5 | 37-6 | 47-8 |-------+[e+-2 222+ [eee seer} eee eee 51-5 54-7 | 55-0 
33-0 | 37-9 | 48-1 |--------|--------[-- ++ 2-2 -[ee eee Sb-9 | 85 -O el Socg 
32.5 | 38-0 | 48-3. |-----+--|--------[e--+----[ee eee eee 52-0 | 55-3 | 55-6 
32-0 | 38-4 | 48.6 |......--|--------[o-ee- ee efeee eee $2.3} 6504 4ueses 
31-5 | 38-6 48.9 |--------|----- +--+ +--+ |e eee eee 52.6 55-9 «| 56-¥ 
31-0 | 38.9 AQo2 |acesaoss|sascosc8|s5s0gasslsos0q5e¢ 52-8 50-2 coed 
39-5 | 39-2 CO es eae 53-1 56.4 | 56.7 
30-0 | 39-5 49-8 |..--- 2+ Jee eee eee fee ee eee e]e ee ee eee 53-4 50-7 | 57-0 
29-5 | 39-7 oO ns es Cees enn 53-7 57-0. oseee 
29-0 | go.o 50-3 |--- e+e efor eee ee efe eee eeeefeee eee 53-9 57-3 \ateaes 
28.5 | 40.3 Lain bic enness Beers Snes ios eer sn 54-1 57eO. Mme 
28.0 | 40-5 HOLS. Uf tecsswie o\l'ece slo crersfeieie See all eee erences 54-4 57-8 58-1 
27-5 | 40.8 SI-E |....----|--------[- 2 - eee fee eee eee 54-7 58.1 | 58.3 
Ni soy || Harete) pier en eeeeer eas oe Aa o So aera) ba Susie 55-0 58-4 | 58.6 
DOS |) WSs pee Pee Seo SARE a Col io otenee 55-2 58.7 58<9 
20.0 | 41.5 EO) bop asbbn||seesecsa|. 5 sake otiocsos ae 55-5 59-9 | 59-2 
25-5 | 41-8 52-2 |. 20s e nn fen ese e eee eee see ee 65-8 59-3 | 59-5 
ASL) || APS D225 [cis scescre sede tery cll ose eee eee eset 66.1 5920) 50ers 


* Butter readings by Zeiss. 
+ Lard readings by Hefelmann, 


eS Olive ae 


35-0 | 57-0] 59-8 


34-5 | 57-2 | 60.0 
34-0 | 57-4 | 60.3 
33-5 | 57-7.| 60.6 
23-0 | 59-0:| 60-9 
A@ais | ys | Me aaee 


82-0 1 5o-5 61.4 
31-5 | 59-0 | 61.7 


2055 60.1 62.8 
29-0 60.3 63-1 
28.5 Ho- Oi) 16323 
28.0 | 60.9 | 63.6 
ols 61.1 63-9 
27.0 61-5 64-2 
26.5 62.0 64-4 
26.0 62.2 64-7 
Asal 62.4 65-0 
ecco OZ -O00|, (053 
24.5 | 63-3 | 65.5 
24-0 63.6 65.8 
Agree || Seep | Melee 
gor on) 0452) || 66-4. 
Bee | se || Molen) 
22.0 | 64.8 66.9 
Tpiats Os 67.1 
2h20 65-4 67.4 
20-5 | 65-7 | 67.7 
20-0 | 66.0 | 68.0 
To25 || 06.35) 68-2 
Ig-0 |. 66.6 | 68.5 
Toes) || 0020) |) 16823 
TOO! OTe 20h OO! 1 
57-5 | 67.5 |» 69.3 
Keon 07295) 10920 
16.5 68-1 69-9 
TOO) 68-4)|| 7Ox2 
15-5 | 68.7 | 70-5 
15-0 | 68.9; 70.8 
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t Cotton-| Rape- 
wad seed 
Oil Oil. 
61.8 62.1 
62.1 62.4 
O2E 37 86227 
PeG || gee 
O2ESa O23 
63-05] 63.6 
63b20 163255 
63.6 64-1 
64.0 64.4 
64.2 64-7 
64-5 65-0 
64-9 | 65-3 
G5 25 e050 
65-3 | 65-9 
65-7 66.1 
66.0 66.4 
66-5 66.7 
67-0 67-0 
67.3 | 67-3 
67-5 67-6 
67.9 | 67.8 
68.2 68.1 
68.5 68.4 
68.8 | 68.7 
69-I 69-0 
69-4 | 69.3 
69-7 | 69-7 
70.0 ||--47O-0 
79-3 72-3 
70.6 70.6 
70-9 | 70.8 
Tee Gfteat 
71-5 71-4 
7r.8 Tsou 
Wak 7250 
72-4 | 72-3 
72-7 | 72-6 
73°29 | 72-9 
73-3 Wi-2 
73-6 | 73-5 
73-8 | 73-8 


CALCULATED READINGS—(Continued). 


oe 
Oil 


Oa lon an 

2 lon as w 

i aeer ie eerememericy a Sate ee Hep jn. a 4 
OoOn~ OH CO mn onwf HO DAW O ~r BH COM 


a 
ic) 

a ete oe toy 

fH COULD 


~ 
ce) 

Nigra, oT ts 

mMuw ow 


~ 
LS) 
UH Con GOs w 


495 


Yellow ] - = 

Mustard Mustard \ttovse on ery 
Oil. Oil. Oil. a Oil 
63.0 64.2 64-5 OSLO || G5oG 
63-3 | 64.5 | 64.8] 65.3 | 65.8 
63-6 | 64.8 65-1 ei 66.1 
63-95) 65-54] 05-4 | 05-07, 6624 
64-1 HR | Os oye | Mor 66.7 
64-4 65-6 | 66.0 66.5 67.0 
64.7 65-9 66.3 66.8 6753 
65-0 | 66-2 GOO | Cys 67.6 
65-3) 66.5 | 66.9] 67.4] 67.9 
65-6 66.8 67-2 67-7 68.2 
GhE On| O7 208] O75 1 OS20) | sOS.5 
CORE Or NTA 77 OS. 2h t0O 47 
(oh || “Oye || (Sve) | 9 oa5; 69-0 
66.7 67-9 68.3 | 68.8 | 69-3 
0020) | 68ar8 | OSsOn|) GOL Tes O50 
67.2 68-4 68.9 69-4 69-9 
67.5 68.7 69 -2 69-7 Om 
O7ESaleEOOrO I OOe5 HOKE | 7OR5 
(Se) || Cees || Conc || Goss 70.8 
68.3 69-5 7 Oral 70.6 wet 
G9 |! Coss || Yoel || YeaG) |) Fuad 
68.9 70-1 70.7 Gf =P 71-7, 
69.2 70-4 UBGo) Pteas 72.0 
69-5 | 70-7 | 71-3 | 71-8] 72-3 
69-7 70-9 71.6 (oem 72.6 
79-0 | 7I-2 | 71-9 | -72-4 | 72-9 
(2-3 (Loom eae Ne 7212 
70-6) 71.8 | 72.5 | 73-0] 73-5 
70.9 | 72-1 | 72-.8| 73-3 | 73-8 
71.2 | 72-4 | °73-1 | 73-6] 74-1 
71-4 | 72-6] 73-4 | 73-9 | 74-4 
71-7 | 72-9 | 73-6] 74.1 | 74-6 
(2-0 | 73-2) | 73-9 | (4-45 4h-9 
(EES | BE | GRE ay || S22 
72-0 | 73-8) 94-8 | 75-0 | 75-5 
72-9 | 74-1] 74-8 | 75.3-| 75-8 
73-1 | 74-3 | 75-1 | 75.6 76.1 
73-4] 74-6] 75-4] 75-9 | 76-4 
73-7 | 74-9 | 75-7 | 70-2 | 76-7 
74-0 | 75-2 | 76.0] 76.5 | 77-0 
74-3.| 75-5 | 76-3 | 76.8) 77-3 
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Determination of Melting-point and Solidifying Point.—A piece of 
small glass tubing is drawn out to a capillary open at both ends, and 
this is inserted into a beaker of the fat, melted at a temperature slightly 
above its fusing-point. A portion of the melted fat being drawn up into 
the capillary, the latter is removed and the fat allowed to solidify spon- 
taneously. After an interval of not less than twelve hours, the capillary 
is attached by a rubber band to the stem of a delicate thermometer (pref- 
erably capable of being read to tenths of a degree), the portion of solidified 
fat being opposite the thermometer bulb. A test-tube containing water 
is held in the neck of a flask in such a manner as to be immersed in 
water contained in the flask, as shown in Fig. 93, the flask being held 
on the ring of a stand, with wire gauge interposed between flask and 
flame. The thermometer with attached capillary is then held immersed 


Fic. 94. 


Fic. 93.—Apparatus for Determining Melting-point. Capillary tube with enclosed 
fat shown on the right, enlarged. 
Fic. 94.—Reichert Flask with Card Inserted for Quick Evaporation. 


in the water of the test-tube and below the level of the water in the flask, 
as shown. ‘The water in the flask is then heated very gradually, so that 
the rise of temperature as shown by the thermometer does not exceed 
o0.5° C. per minute, the exact temperature at which fusion of the HE occurs 
being recorded as the melting-point. 
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The flame is then removed, and the temperature at which the fat 
solidifies is noted as the solidifying-point. 


MELTING AND SOLIDIFYING-POINTS OF EDIBLE OILS AND FATS. 


Oil. Melting-point. Solidifying-point. 
Langa LAH, 6 ard Beagle EOL EGR OIE ae SS ee 25 
iSaypyeny Sacel Gils. 3 os See hoe sons tbc Ee HOR tere | Ree aa a ae a) 
SUIS ORG doe GOB ECTO EIS OOISIn ISITE Rte Relat aia —19 to —16 
MEF SUN OTs G68 06 TOSS SNS CONE te ae eT Een 5 =) oe a SHG) 
IMMA OH on ois 6 6 Sto GRO SGC EOC OMICS OR CE Ae ees aoe aaa —12to —10 
Soya OUlener = force cieietes seierariiele ee Siscaice Wislek os lighdia s Dteiemloreioneeet —15 to — 8 
Crrtongiesal Veta 5 oe Rae cide Oc HAG HORIO MC e Seen eae = S10 
SESHNS OLS ane oe bit Seb OCIS Bate ORRIN OTD Set iat ae ae ae ea — 6to— 4 
I CaMittaOl Larrea ats ere ctaks iotorsittevaisheroichaiee cell SRacsracroae Got. pie oto+ 3 
RA EROMMBE PC Ro ste cieieicla Meters st cietero Giareves rity aie | Dive Reakecara eee estan oats —10 to +10 
liv enol mermnye elec otis eer ree ayertieis ate sat fhe | apkee Sule po kaa ee — 6to +10 
ATA ee Me peace a sat ecole a fete at Static. d 2, gra snosetebeie Sisters 

Fat. Melting-point. Solidifying-point. 
(EOCOATIULIOI yr yer evorcters 5 chert cries oe 4irstetele le 4.8 20-28° 14-23° 
BUELL at tee citi crete tiara aes eis oe acuetsl eteleteiels 28-36 10-24 
ISOOGATUESLCATINA tte cee cite a unas ih enlele chsig ous 29 21-26 
aitnnicermel Olle «arrests cuters/c:s: fort isha revsieseusele sions Deyey 20-27 
(EAC OMIMCLET ces iere ie cisse cionayel ordi osave's ote onaiislecs 28-35 21-27 
Palin kernel StCaTIMs cr -0 0 4c ss ele eetAcres secre 31-32) 28 
(Ohran cosh, 25 Se cheat at Gc ROO eee OES 30-39 
Loan g thd On cee SRR ORE neg IOC aCe 36-46 27-30 
Gottonsced SteariMe a 1a-trs e+ clelceweRier ice c+ ++ 26-40 16-33 
IBecteta llc amrr rr teterciete cok sielereus (a: sie:s10ve'0: 60.9 62 42-49 27-35 
MVnrttom tallOWwep titties cine isieeiaciatce ites 44-49 32-41 
Wlcomst Carin. pees oe ine. cis sicie vere aia ovsvst yet 44-54 40-50 


The mean of two or three determinations is usually taken as the true 
melting and solidifying-points. 

Reichert-Meissl Process for Volatile Fatty Acids.—This process 
has undergone various modifications from time to time. Reichert origi- 
nally used 2.5 grams of fat, but Meissl, who improved the process, used 
5 grams, so that the Reichert-Meiss! number is now expressed on the 
basis of 5 grams of fat. The method is conveniently carried out as 
follows: 

Five grams of the fat are transferred to a dry, clean Erlenmeyer flask 
of about 300 cc. capacity, to cc. of 95% alcohol are added, and 2 cc. of 


498 ' FOOD INSPECTION AND ANALYSIS. 


sodium hydroxide solution (prepared by dissolving 100 grams of sodium 
hydroxide in 100 cc. of water). The flask with its contents is then heated 
on a water-bath with a funnel in the neck, which satisfactorily replaces 
the return-flow condenser originally prescribed. The heating is con- 
tinued with occasional shaking till saponification is complete. This 


are bomencny| 


===-180--—--k<— 


Fic. 95.—Apparatus for Reichert-Meissl and Polenske Distillation. 


stage of the process is indicated by the appearance of the solution, which 
is then perfectly clear and free from fat globules. 

The condenser-funnel being removed, the contents of the flask are 
next evaporated by continued heating over the bath to dryness. This 
may be hastened by inserting a card in the neck of the flask, as shown in 
Fig. 94, thus starting a circulatory movement to the air through the flask. 

The dry soap thus formed is then dissolved by warming on the water- 
bath with 135 cc. of added water, shaking the flask occasionally. After 
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cooling, 5 cc. of dilute sulphuric acid (200 parts sulphuric acid in 1 liter 
of water) are added, and the fatty acid emulsion formed is melted by 
heating the flask on the water-bath, the flask being corked during the 
heating. The fatty acids are completely melted when they form an oily 
layer on the surface of the solution. 

Scraps of pumice stone joined by platinum wires are next placed in 
the flask to prevent bumping, and the flask is properly connected with 
the condenser for distilling, as shown in Fig. 95. A flask graduated at 
I1o cc. is used as a receiver, the funnel placed therein being provided 
with a loose tuft of absorbent cotton to serve as a filter. The distilla- 
tion is conducted by so grading the heat that the receiving flask is 
filled with the distillate in about thirty minutes. 

Finally the entire distillate is titrated with decinormal sodium hydrox- 
ide, using 0.5 cc. of a solution of phenolphthalein as an indicator. The 
number of cubic centimeters of decinormal alkali required to neutralize 
the acidity of the distillate from 5 grams of the fat in the manner described 
expresses what is known as the Reichert-Meissl number. 

Leffmann and Beam’s Modification.*—Five grams of the fat placed in 
the flask are treated with 20 cc. of a solution of soda in glycerin (20 cc. 
of a 50% solution of sodium hydroxide in 180 cc. of glycerin), heating the 
flask till the contents are completely saponified. The solution becomes 
perfectly clear, showing complete saponification in about five minutes, 

after which 135 cc. of water are added to the clear soap solution, at first 
drop by drop to prevent foaming; 5 cc. of the dilute sulphuric acid are 
then added, and the distillation conducted at once without first melting 

the fatty acids. 

Polenske Number.t—This number represents the volatile fatty acids 
insoluble in water, and is of value in detecting cocoanut and palm kernel 
oils in butter and other fats. The details of apparatus and manipulation 
here described should be closely adhered to in order to secure comparable 
results. The Reichert-Meissl, Polenske, and Jensen-Kirschner numbers 
may be determined in one weighed portion of the fat. The method of 
saponification is that devised by Leffmann and Beam. 

Place 5 grams of the clear filtered fat in a 300-cc. Jena flask, add 20 
grams of glycerine and 2 cc. of a 50% solution of sodium hydroxide. 
Heat the flask on a wire gauze until the contents are completely saponified, 
which requires about 5 minutes, and is indicated by the clearing up of the 

_ liquid. While stil] hot add go cc. of boiled water, at first drop by drop 


* Analyst 16, 1891, p. 153. 
+ Polenske, Zeits. Unters. Nahr. Genussm., 7, 1904, Pp. 274. Fritsche, ibid., p. 193. 
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to prevent foaming, and shake until the soap is dissolved. The solution 
should be completely clear and almost colorless. Rancid or oxidized 
fats that yield a brown soap solution should not be examined. 

To the soap solution, warmed to 50°, add 50 cc. of dilute sulphuric 
acid (25 cc. : 1 liter) and o.5 gram of granulated pumice stone with grains 
I mm. in diameter, then connect with the distilling apparatus shown in 
Fig. 95. Distil over a o.5-mm. mesh copper gauze,* using a Bunsen 
flame so regulated as to give a distillate of 110 cc. in 19-20 minutes, and 
a stream of water that will cool the distillate to about 20-23°. The room 
should have a temperature of about 18-22°. As soon as 110 cc. have 
come over, replace the flask by a 25-cc. measuring cylinder. 

Without mixing the distillate place the flask for 10 minutes in water 
at 15°, so that the r1o-cc. mark is about 3 cm. below the surface of the 
water. After the first 5 minutes, gently move the neck of the flask in 
the water so that the fatty acids floating on the surface come in contact 
with the glass, noting at the end of 1o minutes the condition of these~ 
acids. If the butter is pure, the floating acids are either solid or form a 
half solid turbid mass, according as the Reichert-Meiss] number is high 
or low; if it is adulterated with 10% or more of cocoanut oil, they form 
transparent oil drops. Stopper the r1o-cc. flask, mix by inverting 4 or 5 
times, avoiding violent shaking, filter through an 8-cm. dry filter fitted close 
to the funnel, titrate 100 cc. of the liquid with N/1o barium hydroxide 
solution, and multiply by 1.1, thus obtaining the Reichert-Meissl number. 

After the last drop of distillate has passed through the filter, wash 
with three 15-cc. portions of water, each of which has previously been 
used to rinse the condenser tube, the measuring cylinder, and the r1o-cc. 
flask. Then repeat this treatment, using 15-cc. portions of neutral 90% 
alcohol. ‘Titrate the united alcoholic washings with tenth-normal barium 
hydroxide solution, using phenolphthalein as indicator. The number of 
cc. required is the Polenske number. 

The following results illustrate the value of the method: 


Reichert-Meissl Polenske 


Number, Number. 
31 samples of butter (Polenske)..... 23.3-30.1 E.5=3.0 
4 samples of cocoanut oil (Polenske). 6.8-7.7 16.8-17.8 
Oleomargarine (Arnold) ........... ©.5 0.53 
Lard (Arnold)...... OF hrs RE O35 Ones, 
aL allow(Arnold) Beery eee eta 0.55 0.56 


. . = 
* Lewkowitsch recommends a circular piece of asbestos 12 cm. in diameter with a hole 
in the center 5 cm. in diameter and warns against overheating. He was unable to secure 
uniform heating with gauze. : 
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Jensen-Kirschner Number.*—This number (‘Kirschner value’), 
which is a measure of the butyric acid content, is recommended by Bolton 
and Revis { as the only available means of detecting butter in oleomargarine 
containing cocoanut oil. They give tentatively Jensen-Kirschner num- 
bers 20-26 for butter as corresponding to Polenske numbers 1.6-3.2, 
also Jensen-Kirschner numbers 1.6-1.9 for cocoanut oil and 1.1 for palm 
oil. 

Add to the too cc. of distillate, neutralized for the determination of the 
Reichert-Meiss] number (page 500), 0.5 gram of powdered silver sulphate, 
allow to stand for an hour with occasional shaking, filter, pipette 100 cc. 
of the filtrate into a distillation flask, add 35 cc. of water, 10 cc. of 2.5% 
sulphuric acid, and a long piece of aluminum wire, then distil as in the 
Reichert-Meissl-Polenske method, collecting 110 cc. of .distillate in 20 
minutes. ‘Titrate 100 cc., correct for a blank determination, and cal- 
culate the Jensen-Kirschner number by the following formula: 


pai 2iX (too + V) 
o 10,000 


K 


in which X=cc. of N/1o alkali used in the Jensen-Kirschner titration, 
corrected for blanks, and Y the cc. of N/1o alkali used in the Reichert- 
Meiss] titration. 

Determination of Soluble and Insoluble Fatty Acids.—Jones Method.t 
—Soluble Acids.—Five grams are weighed out and transferred to an 
Erlenmeyer flask of the same size and in the same manner as that used 
for the Reichert-Meissl process. Fifty cc. of alcoholic potash solution 
are added (40 grams of potassium hydroxide in 1 liter of 95% redistilled 
alcohol) and the flask, provided with a return-flow condenser, is heated 
on the water-bath till saponification is complete, as evidenced by the clear 
solution free from fat globules. The alcoholic solution of potash is pref- 
erably measured from a pipette, from which it is allowed to drain for a 
noted interval of time, say thirty seconds. 

After complete saponification, the condenser is removed and the 
alcohol is evaporated by further heating. One or more blanks are pre- 
pared at the same time, using the same 5o-cc. pipette for measuring, and 


* Zeits. Unters. Nahr. Genussm., 9, 1905, p. 65. 
+ Analyst, 36, 1911, Pp. 333} 37, 1912, p- 183. Fatty Foods, Phila., 1913, p. 120. 
t Analyst, 3, 1878, p. 19. f 
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applying the same time limit for draining the pipette. The blanks are 
first titrated, after evaporation, with half-normal hydrochloric acid, 
using phenolphthalein as an indicator. Then add to the flask contain- 
ing the fatty acids rt cc. more of the half-normal acid than is found neces- 
sary to neutralize the alkali in the blanks, after which heat the flask again 
with a funnel in the neck till the fatty acids have completely separated 
in a layer on top of the solution. Then cool the flask in ice water 
till the fatty acids are solidified, after which decant the liquid portion 
through a filter, previously dried in the oven and weighed, into a liter 
flask, keeping the solid mass of fatty acids intact. Next add 200 or 300 
cc. of hot water to the flask containing the fatty acids, and again melt 
over the water-bath till they collect as before on top, having again inserted 
the funnel to act as a condenser, and occasionally shaking the contents 
of the flask during heating. Cool as before in ice water, after which 
again decant the liquid from the solid mass through the same filter into 
the liter flask. Repeat this process of washing, melting, cooling, and 
decanting three times, receiving all the wash water through the same 
filter in the same flask. Make up the washings with water to the liter 
mark, and, after mixing, two portions of Ioo cc. each are titrated with 
tenth-normal sodium hydroxide, using phenolphthalein for an indicator. 
Each reading is multiplied by ten to represent the total volume, and the 
figure thus obtained represents the number of cubic centimeters of tenth- 
normal alkali necessary to neutralize the acidity of the soluble fatty acids, 
together with the excess of half-normal acid used, amounting to 1 cc. 
This 1 cc. of half-normal acid corresponds to 5 cc. of tenth-normal alkali, 
hence 5 cc. are to be deducted from the total number of cubic centimeters 
required for the titration, the corrected figure thus obtained being multi- 
plied by the factor 0.0088, which gives the weight of soluble fat acids i in 
the 5 grams of the sample, calculated as butyric acid. 

Hehner Method.*—Insoluble Acids——Transfer the fatty acids left in 
a cake in the flask from the separation of the soluble acids, to a weighed 
glass evaporating dish, using strong alcohol to wash them out thoroughly. 
Dry the filter used in the separation, transfer it to an Erlenmeyer flask, 
and thoroughly wash it with strong alcohol, transferring all the washings to 
the dish. The alcohol is then evaporated by placing the dish on the water- 
bath, after which it is dried for 2 hours in the air-oven at 100°, cooled 


a 


* Zeits. anal. Chem., 16, 1877, p. Tac. 
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in the desiccator, and weighed. After once heating for 2 hours, cooling 
and weighing, heat again for half an hour, cool, and weigh. If a con- 
siderable loss in weight is found, heat for an additional half-hour. It is 
best, however, to avoid too prolonged heating, lest oxidation of the fatty 
acids should produce an increase in weight. 


INSOLUBLE FATTY ACIDS OF EDIBLE OILS AND FATS, 


Mustard oil Serr. ete mete  trscae tates ts 96.2-95.1 
Cottonseed oil, scpmmntcnecce neh che wiee 96 -95 
CSoenrollercye ruben es ae rte ae oe raters 96 -903 
LEA RCL:, csasemnlta Butera 8 GARR DIS Sts otc Re. RRM ar Rae a 96 -93 
MPEATUCHON spotemiatsiersts a ancien osteo are a Ae 95.8 
Sesaraeroilwerya cae wai ike ecm etle econo OSH 
Beehttallowirwronnccse creases on erepont ast ranece ted: 95.6 
Muttonstallowiaatecnes «sis seis ois, onia cc cakerserntt 95.5 
Poppyscedtoil Samer cstte «dae Soe enero 95.2-94.9 
RR Ape Oil a ea ee ist oeieciensis Wipinnao.a neki ort erates O5SeE 
SUMO WED OI gare gains 8. ssw ele oye cea cere otnereR IRN 95 

Olive oil ter. ta dean ta trope rcrenss oie Nyseaurncterettcoreretene 95 
Pocoasputtenra accion ears ates wh sae «eos Sere 94.6 
Cocoamul OW evacw ier neres eusteaiesers. aceie al oleh oeeeve Motors go -88.6 
DULLER eterno lenieercule os ssh wails: Gna'e wisn in ane reer 80,8-86,5 


Saponification Number.—Koettstorfer’s Method.—By the saponifica- 
tion number is meant the number of milligrams of potassium hydroxide 
necessary to completely saponify 1 gram of the fat. Between 1 and 2 
grams of the fat are transferred in the usual manner (see p. 489) to an 
Erlenmeyer flask, and 25 cc. of the alcoholic potash solution (40 grams of 
potassium hydroxide free from carbonates in 1 liter of 95% alcohol 
redistilled after standing for some time with potassium hydroxide) are 
added with a graduated pipette, which is allowed to drain for a noted 
period of time, say 30 seconds. The determination should preferably 
be made in duplicate. Conduct the saponification as in the case of the 
soluble fatty acids by heating on the water-bath. After saponification, 
remove from the bath, cool, and titrate with half-normal hydrochloric 
acid, using phenolphthalein as an indicator. Titrate also several blanks 
in which 25 cc. of the alcoholic potash solution are measured out with 
the same pipette as before, and allow to drain for the same amount of 
time. Subtract the number of cubic centimeters of half-normal acid 
necessary to neutralize the alkali in the case of the saponified fat from 
that necessary to neutralize the blank, multiply the result by 28.06, and 
divide the product by the number of grams of fat taken. 
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SAPONIFICATION NUMBER OF EDIBLE OILS AND FATS. 


Oil. Saponification No. 
Miustardsoll tecmettetet tren: f 170-178 
Raperoil aaa estates rtieleters teste 168-179 
Sesame oil asevtiemncie -iaialetorenks 188-193 
Sunflowerollyae es -.' ttietideter 188-194 
Miarzenolleraremgsrcaccta iis Meteor 189-194 
Soy: oiler mcarecescate canoe ctetens 189-194 
Cottonseed oiler ences IQI-195 
. Olive wil. 7. Mivees anette nr 185-196 
Peanut oils sn. epee nmeera 186-196 
Minseed soils sac ercetspeteeteucehelel ts 1g0-196 
PoppyscedsOllsr. wean ciier na 189-197 
Lard oil) settee sor roe 190-1098 
Fat. Saponification No. 
Mutton tallow an s.n s.. vires 192-195 
Cottonseed stearin............ 195 
Oleo'stearin:s, Sas morse eee 192-197 
Beef tallow. neem ae ahah: unerocts 193-200 
Cacao buttersepc: seccitesnmuis « 192-202 
@leoxoil Spee Sastre oe 198-202 
neh 0 rn ee teche CSR 193-203 
Buttersee ee Sei MOO LC 220-241 
Palm kernel stearin........... 242 
Ralnekerme oilers iene 242-255 
Cocoanutistearin ye eee 251-257 
Cocoanutioilaen- aaa eceee 246-268 


The Iodine Absorption Number.—This determination is based on 
the well-known property of the unsaturated fatty acids to absorb a fixed 
amount of iodine under given conditions of time, strength of reagent, etc. 

Hibls Method.*—The following reagents are necessary: 

(t) Iodine Solution, made by dissolving 26 grams of pure iodine in 
500 cc. of 95% alcohol, and, separately, 30 grams of mercuric chloride 
in 500 cc. of the same strength of alcohol. Filter the latter solution, 
if necessary, and mix the two together, allowing the mixture to stand 
at least 12 hours before using. As the solution loses strength rapidly, 
it should not be used in accurate work after it is 24 hours old. 

(2) Decinormal Thiosulphate Solution, made by dissolving 24.8 grams — 


of the freshly powdered, chemically pure salt in water, and making up 
to 1 liter. . 


* Dingler’s Polyt. Jour., 25, 1884, p. 281. 
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(3) Starch paste, prepared by boiling 1 gram of starch in 200 cc. of 
water for ten minutes, then cooling. 

(4) Potassium Iodide Solution, made by dissolving 150 grams of the 
salt in water, and making up the volume to 1 liter. 

(5) Potassium Bichromate Solution for standardizing the an enipnes: 
made by dissolving 3.874 grams of chemically pure potassium bichromate 
in distilled water, and making up the volume to 1 liter. 

The sodium thiosulphate solution is standardized as follows: 20 cc. 
of the potassium bichromate solution are introduced into a glass-stoppered _ 
flask together with 10 cc. of potassium iodide and 5 cc. of strong hydro- 
chloric acid. Then slowly add from a burette the sodium thiosulphate 
solution, till the yellow color of the solution has nearly disappeared, after 
which a little of the starch paste is added, and the titration carefully con- 
tinued to just the point of disappearance of the blue color. The reaction 
which takes place is as follows: 


K,Cr,O,+ 14HCl+ 6KI=2CrCl,+ 8KCl+61+ 7H,0. 


The equivalent of 1 gram of iodine in terms of the thiosulphate solu- 
tion is found by multiplying the number of cubic centimeters of the latter 
solution required for the above titration by 5. 

If, for example, 16.4 cc. of the thiosulphate solution are required 
for 20 cc. of the bichromate solution, then 1 gram of iodine is equivalent 
to 16.45 =82.0 cc. of sodium thiosulphate solution, or 1 cc. of the thio- 
sulphate solution =;4g=0.0122 gram of iodine. 1 cc. of exactly deci- 
normal thiosulphate is theoretically equivalent to 0.0127 gram of iodine. 

The thiosulphate solution may also be standardized by means of 
iodine. A short tube closed at one end is tared, together with another 
tube of such a size as to fit over the first. Into the inner tube are 
introduced about 0.2 gram of resublimed iodine and the tube heated 
until the iodine melts, after which it is closed by the second tube and the 
whole: cooled in a desiccator and weighed. The iodine is dissolved in 
to cc. of 10% potassium iodide solution, the solution diluted with water, 
and the thiosulphate solution added with constant stirring until only a 
yellow color remains. Starch paste is then added, and the titration con- 
tinued until the blue color disappears. 

Manipulation —Place 0.4 to 1 gram of the solid fat, or from 0.2 to 
0.4 gram of oil, in a glass-stoppered flask or bottle of 300 cc. capacity. 
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In the case of oils, this may conveniently be done by difference, weigh- 
ing first a small quantity of the oil in a beaker with a short piece of glass 
tubing to serve as a pipette, transferring a number of drops of the oil 
from the beaker to the bottle, and again weighing the beaker and contents. 
The number of drops of oil required for the desired weight is first ascer- 
tained experimentally. 

The material may also be conveniently and accurately weighed in 
small, flat bottomed cylinders of glass about 10 mm, in diameter and 15 
mm. high, which may be made by cutting off so-called “ shell vials.” 
Fats are introduced while melted, the weight being taken after cooling. 
The cylinder and fat are transferred together by means of forceps to 
the glass-stoppered bottle. 

Dissolve the oil in 10 cc. of chloroform, and after solution has taken 
place, add 30 cc. of the iodine solution, shake, and set in a dark place 
for three hours, shaking occasionally. The excess of iodine should be at 
least as much as is absorbed. When ready for the titration, add 20 cc. 
of the potassium iodide solution (the purpose of which is to keep in 
solution the mercuric iodide formed, which would otherwise precipitate 
on dilution) and 100 cc. of distilled water. Titrate the excess of iodine 
by the thiosulphate solution, which is slowly added from a burette till 
the yellow color has nearly disappeared, then add a little starch paste, 
and finally thiosulphate solution drop by drop until the blue color of 
the iodized starch is dispelled. Near the end of the reaction the flask 
should be stoppered and vigorously shaken, in order that all the iodine 
may be taken up, and sufficient thiosulphate should be added to prevent 
a reappearance of any blue color in five minutes. 

Two blanks are conducted at the same time and in similar flasks or 
bottles, in exactly the same manner as in the case of the above titration, 
except that the fat is omitted. This is to get the true value of the iodine 
solution in terms of the thiosulphate solution. 

Suppose, for example, in the case of the blanks, 30 cc. of the iodine 
solution required in one instance, 46.2 cc. of sodium thiosulphate solution 
and in the other 46.4 cc. The mean is 46.3. Suppose 30.7 cc. of thio- 
sulphate solution were required for the excess of iodine remaining over 
and above that absorbed by 0.5 gram of the fat in the above process. 
Then the thiosulphate equivalent to the iodine absorbed by the fat would 
be 46.3—30.7=15.6 cc.,'and the per cent of iodine absorbed would be 
15.6 X0.0122 X 100 


O58 = 38.06. 
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IODINE NUMBER OF EDIBLE OILS AND FATS, 


Oil. Iodine No. 
Barcd\oilmwemtene ste ereorse sc bue< : 67- 88 
Olives oil ere. creer catercuet ee 77- 95 
Peat t0ilicsrosctsi recto Secs gr e352 83-105 
Rape\ oil epeniy etter ate cio ence 94-105 
Sesameroilteys seer rate cn ace 103-117 
Cottonscediolleaaeeea eee at 104-117 
Muustardtoilteretatpy talons ce Q2-122 
Maize coil peeee (tects teieis eae eve I16-130 
SUH OW ELON eeteesn cana iseie ess 120-135 
SOM ACH oh, clsic oltko aon Ena apa I2I-143 
Boppyseedvoil Tver rocte sie eieevetsres 132-143 
prinseed oll ep mers. tr. shennan es 170-202 

Fat. Iodine No. 
Cocoanut stearinre weer ein 4- 6.6 
Palm’ kernelistearin say oe - teenie: 8 
Cocoanut oil....... Betieaccaneae cre Ong 
Palme kernelioult. sor. shoieys © stest-iths 13-18 
Oleorstearim asrayarsss sicraatiniers crores she o= 27, 
BSUEter tal terete olaters Sie rs-s stein s sol « 26- 38 
CacagwDUbters: cou neta: sett sacle 32-541 
Beek tallo weve sects ns to ess ot. 35- 45 
Miuttonntalory ctcervacutlsstelsten er © 32- 50 
(0) re esl neice eerdene Casita ee eect ra 40- 50 
IOC H che othe x Aa me eo Pesce Ala micte 54- 70 
Cottonseed stearin.............. 88-104 


The Hiibl method was long almost universally used for estimating 
the per cent of iodine absorbed, but is open to serious objections, chief 
of which are the tendency of the iodine solution to lose strength, and 
the length of time required to insure saturation of the oil with the iodine. 

The Wijs and Hanus modifications obviate these defects, the former 
being quite generally used in Europe and to a considerable extent in 
America, and the latter being the official method of the A. O. A. C. 

Tolman and Munson* have shown that with oils and fats having 
iodine numbers below 100, the three methods give practically identical 
figures, while with oils having high iodine numbers, the Wijs and Hanus 
modifications give higher results than the Hiibl method, but are doubt- 
less more nearly correct. Their results follow: 


* Jour. Am. Chem. Soc., 25, 1903, p. 244. 
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sr ” ag ¥ 
ng ge 1 wed ge | See | oes 
aa ves | wee | Bee | Bo ad | bead 
EE see | 259 | $29 | eee | dees 
oa mar Sau mer | Bo At 

I (Cocoanut oilseeser tenes reece 8.93 9-05 8.60 | +0.12 | —0.33 
2 Butter— minimum ..... 34-8 35-9 Steam let tak +0.6 
maximum. ....| 35-3 36.2 Bees +0.9 +0.0 

I Oleoioilas.acieee oe esos esis 42.6 43-5 43-3 +0.9 +0.7 
4 Oleomargarine—minimum ..... acs 52-9 52-0 +0.4 | —0.5 
maximum, ....} 66.3 66.0 64-8 —0.3 —1-5 

2 Lard oil— - minimum ..... 69-3 70.5 69-8 +1.2 +0.5 
maximum. ...-| 73-7 74-5 73-9 | +0-7 | +0.2 

36 Olive oil— minimum ....- 79-2 79-9 80.6 | +0.7 +1-4 
maximum. ....| 89.8 OI-4 90.0 +1.6 +0.2 

’ averaperereere 84.0 85-3 84.6 De) +0.6 

3 Peanut oil— minimum ....- 04-5 95-2 94-1 +0.7 —On. 
maximum, ....| 107.7 109-5 107-7 +1. +0.0 

5 Mustard oil— minimum ..... iter ll sxevingy || Alor 6) |f aes 6 +5-4 
maximum, ....| 113-0 118.2 116.8 rae + 3-8 

2 Rape oil— seavieubanhbbon) Goon. 100.2 104.1 102.8 +3-9 +2.6 
maximum. ....| I0r.3 105-7 Tose2 +4-4 + 3.8 

I SUNAMOWET OL eee ee eee 106.4 | 109.2 | 107.2 | +2.8 | +0.8 
3 Cottonseed oil— minimum ..... 103.8 |) TOS/a3 105.2 ees Seay! 
maximum, ....| 106.2 LO es en eLO7eS apiat +1.6 

I Sesame Oil verecese eee eee 106.4 | 107.0 | 106.5 | +0.6 | +o.1 
3 Corn oil— minimum ..... 119-0 | 122.2 | 119-6 | +3.0 | +0.4 
maximum, ....| 123-3 129.2 126.0 +5.8 +2.7 

2 Poppyseed oil— minimum ..... gery IW seiee Ni aaeWaG) |) itis). || —en% 
aa avonqweony gaosall ievletey ||| Geete).a% 135-40 se 4a2 +3-5 


Hanus Modification.*— Reagents.—Iodine Solution.— Dissolve 13.2 gms. 
of pure iodine in 1 liter of pure glacial acetic acid (99%), and to the cold 
solution add 3 cc. of bromine, or sufficient to practically double the halo- 
gen content when titrated against the thiosulphate solution, but with 
the iodine slightly in excess. 

Decinormal Thiosulphate Solution, Starch Paste, and Potassium Iodide 
Solution, as in Hiibl’s method. 

Method of Procedure.—Proceed as in Hiibl’s method, substituting 
30 cc. of the Hanus iodine reagent for that of Hiibl, stirring the solu- 
tion before adding the water, and, instead of adding 20 cc. of the potas- 


sium iodide solution, use only 15 cc. The excess of iodine should be at 
least 60% of that added. 


* Zeits. Unters. Nahr. Genussm., 4, I90I, p. 913. 
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Only half an hour is required for full saturation of the oil by the 
iodine in the Hanus method, as against three hours in the Hibl. In 
case of the non- drying oils and fats, the reaction takes place in from 
eight to fifteen minutes, though it is best to let the flask set for half an 
hour at least, in all cases. With oils having an iodine number in excess 
of 100, Tolman and Munson recommend one hout’s standing. 

On account of the high coefficient of expansion of acetic acid, care 
should be taken that the temperature is the same when the iodine solu- 
tion is measured for the blank and for the determination, as otherwise 
a serious error may be introduced. 

Wijs Modification.*—Reagents.—Iodine Solution.—Dissolve 13.2 grams 
of pure iodine in 1 liter of pure glacial acetic acid, and pass through the 
larger portion of this solution a current of carefully washed and dried 
chlorine gas ¢ until the solution is practically decolorized. Finally add 
enough of the original solution of iodine in acetic acid to restore the 
iodine color, so that there is a slight excess of iodine. 

Hunt’s Modified Iodine Solution.—Dissolve to grams of iodine tri- 
chloride in 1 liter of pure glacial acetic acid, and finally add and dissolve 
10.8 grams of pure iodine. 

Other Reagents, as in the Hiibl and Hanus methods. 

’ Method of Procedure—Proceed as in the Hanus method, observing the 
same precautions, the only difference being in the use of the Wijs iodine 
reagent. 

Wijs recommends the following periods of time for absorption of 
the iodine: For non-drying oils and fats, such as peanut, olive, and 
cocoanut oils, butter fat, lard, and other animal fats, 15 minutes; 
for semi-drying oils, such as cottonseed, rape, sesame, corn, and 
mustard, 30 minutes; for drying oils, such as sunflower and poppyseed, 
1 hour. 

The Bromine Index or Bromine Absorption Number.—The measure 
of the amount of bromine absorbed by the oils and fats is a useful factor. 
By the bromine index is understood the weight of bromine which is 
absorbed by 1 gram of a given oil. The bromine index of various oils 
has been determined as follows: 


* Ber. d. chem. Ges., 31, 1898, p. 750. 
+ The chlorine is conveniently prepared by treatment of bleaching powder with dilute 
sulphuric acid, using gentle heat, and washing the gas by passing through strong sulphuric 


acid. 
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Bromine Index. Observer. 
Poppyseediene aaa ne 0.835 Levallois 
Mistardetrctacmtcteieacter’ 0. 763 Girard 
Sesame wtp dteiia ecid ce 0.695 Levallois 
@ottonseed'sarermna sens a 0.645 a0 
IRADC merece tri: 0.632 Girard 
(Rearit tats weber vecedere once 0.530 Levallois 
live eaten sto cestelens/esens 0.500 to 0.544 MY 


The following methods are at present seldom used: 

Method of Levallois.*—Five grams of the oil are saponified with alco- 
holic potash in a 50-cc. graduated flask by the aid of a gentle heat. At the 
end of the saponification and after cooling, the flask is filled to the mark with 
alcohol, and, after shaking, 5 cc. are removed by means of a pipette and 
transferred to a flask. A slight excess of hydrochloric acid is: added 
to set free the fatty acids, and from a burette a standardized solution 
of bromine water is run in till with constant shaking a permanent yellow 
color persists. The bromine is previously standardized with potassium 
iodide and sodium thiosulphate. The weight of bromine fixed by 1 gram 
of the fat is then calculated. 

Mill’s Method.—Modified.t—Dissolve 0.1 gram of the filtered and 
dried fat in 50 cc’of carbon tetrachloride or chloroform in a too-cc. stop- 
pered bottle. From a burette a standard solution of bromine in carbon 
tetrachloride, approximately tenth-normal (8 grams to a liter), is slowly 
added to the oil solution till, after fifteen minutes, a permanent coloration 
remains. The amount of bromine absorbed is calculated by comparing 
with the color similarly produced in a blank experiment, or an excess 
of bromine solution may be run in and the solution titrated back 
with a standard solution of thiosulphate, using potassium iodide and 
starch. 

Thermal Tests.—The rise in temperature produced by the action of 
certain reagents on various oils and fats, when applied in a definite 
manner, has been found to be of considerable value, especially in the case 
of sulphuric acid and of bromine. 


* Villiers et Collin, Les Substances Alimentaires, p. 680. 


ft Jour. Soc. Chem. Ind., 2, 1883, p. 435; 3, 1884, p. 366. See also MclIlhiney, Jour. 
Am. Chem. Soc., 16, 1894, p. 275; 21, 1800, Pp. 1084. 
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The Maumené Test,* or thermal reaction with sulphuric acid, is most 
readily carried out in a beaker of say 150 cc. capacity, which is set into a 
larger beaker or vessel of any kind, the space between the two being packed 
with felt or cotton waste. The inner beaker is removed, and into it is 
weighed 50 grams of the oil. It is then replaced and the packing adjusted, 
if necessary, after which the temperature of the oil is noted with a ther- 
mometer. From a burette containing the strongest sulphuric acid of 
the same temperature as the oil, 10 cc. are run into the beaker, at the 
same time stirring the mixture of acid and oil with the thermometer. 
The temperature rises somewhat rapidly, and remains for an appreciable 
time at its maximum point, which should be noted. The difference 
in degrees centigrade between the initial temperature of the oil and the 
maximum temperature of the mixture expresses the Maumené number. 

With certain oils, as cottonseed, considerable frothing ensues when 
concentrated acid is employed, making an accurate determination of the 
Maumené number somewhat difficult. In this case it is better to employ 
a somewhat weaker acid, and to express results in terms of what is called 
the ‘‘specific temperature reaction.” This is the result obtained by 
dividing the rise of temperature in the case of the oil by the rise of 
temperature in the case of water, using the same strength of acid, and 
multiplying the quotient by 100. Indeed, it is of importance in all 
cases to compare results on oils with those obtained. by carrying out 
the same test on water. 

Bromination Test.—This test depends upon the avidity with which 
‘the oils and fats absorb bromine, the rise in temperature caused by the 
reaction being measured in this case rather than the actual amount of 
bromine absorbed, as in the case of the iodine absorption. Indeed, there 
is such a close relation between the iodine number and the heat of 
bromination, that when one is determined the other may be calculated 
quite closely by multiplying by a factor. In view of the fact that the 
heat of bromination is much more readily determined than the iodine 
number, it is often convenient to calculate the latter from the former, 
the result in the case of the edible oils and fats being quite sure to fall 
within the limits of variation of the iodine number of different oils of the 
same class. The bromination test was devised by Hehner and Mitchell, 
who employed a vacuum jacketed tube for a calorimeter in which to 
’ make the test. Various modifications have been sugges‘ed both in the 


* Maumené, Compt. Rend., 35, 1852, p. 572. 
} Analyst, 20, 1895, p. 140. 
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apparatus employed and in the manner of diluting the oil and 
applying the reagent. The calorimeter employed by Gill and Hatch,* 
Fig. 96, is conveniently made and is very satisfactory. It consists of a 
long, narrow, flat-bottomed tube, held by a cork in a small beaker, in 
such a manner that it is surrounded by an air jacket. The small beaker 
is set into one of larger size, the space between the two being packed with 
cotton waste. Five grams of the oil or fat are dissolved in 25 CC 


A. 

Fic.: 96. 
A. Gill and Hatch’s Calorimeter for the Bromination Test with Oils. 

B. Wiley’s Pipette for Measuring Bromine in Chloroform. 
of chloroform or carbon tetrachloride, and 5 cc. of this solution’ 
(containing 1 gram of the oil) are transferred by a pipette to the 
inner tube of the above calorimeter, being careful not to let it flow 
down the sides of the tube. The temperature of the oil is then taken 
by a thermometer graduated to 0.2°. The bromine reagent, which 
should be freshly prepared, is made up by measuring from a burette 
one part by volume of bromine into four parts of chloroform or carbon 
tetrachloride. The reagent is transferred to a measuring-flask devised 
by Wiley, -consisting of a side-necked filter-flask provided with a per- 


* Jour. Am. Chem. Soc., 21, 1899, p. 27. Gill, Oil Analysis, Pp. 50. 
t Jour. Am. Chem. Soc., 18, 1896, p. 378. 
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forated rubber stopper into which the stem of a 5-cc. pipette is fitted, 
Fig. 96. A bulb on the side-neck serves to fill the pipette. This pipette, 
filled to the mark with the bromine reagent (which should be at the same 
temperature as the oil solution in the calorimeter), is first covered by the 
finger and removed, and its contents of 5 cc. allowed to flow down the 
sides of the inner tube of the calorimeter and mingle with the oil without 
stirring. The rise in temperature is. very quick, and the highest point 
is noted. The difference between the highest and the initial temperature 
constitutes the heat-of-bromination number. 

This number, in the case of Gill and Hatch’s calorimeter, is somewhat 
lower than when a vacuum jacketed tube is employed, and differs some- 
- what with the diluent of the oil and bromine. In spite of these variations 
and that due to the personal equation, concordant results may be obtained 
with the various oils, when the method is carried out under precisely the 
same conditions. ‘The analyst should carefully work out the test several 
times with a particular oil till the results agree, and should then with 
equal care determine the iodine number of the same oil. The iodine 
number, divided by the heat-of-bromination number, gives the factor 
which is to be employed under the same conditions for calculating one 
constant from the other. In the case of Hehner and Mitchell’s work 
with the vacuum tube, measuring 1 cc. of undiluted bromine into 1 gram 
of oil dissolved in 10 cc. of chloroform, it was found that the factor to 
be used in calculating the iodine number was 5.5. 

The following are some of the results on edible oils obtained by Hehner 
and Mitchell: 


Oil Heat of Iodine Calculated 
3 Bromination. Number. Iodine Number. 
IU 5 Seda audios GAaOeCCUa See See aGoe 10.6 57-15 58.3 
ribterseesera re istete ee aie=1- sirier=\aie'ela'sins ==" = (a's 6.6 37-07 36.3 
OVING Ol nesueee ho acGdh 5 CoCHOnODOeOnS 15 80.76 3225 
Gormollssssecos ss. ces ve cle n cc csicn ce 21.5 122 118.2 
(GottonscedOlleveeram ciel iaiele ale eee = le ele el='s 19-4 107.13 106.7 


As in the case of the Maumené test with sulphuric acid (wherein 
the rise in temperature of sulphuric acid and water is taken as a standard), 
it is convenient to employ some standard for the bromination test, whereby 
varying results due to difference in apparatus, etc., may be compared. 

In this case Gill and Hatch found that sublimed camphor may be 
prepared sufficiently pure to be used for such a standard. Applying the 
bromination test with their calorimeter, as above described, to 5 cc. of a 
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solution of 74 grams of camphor in 25 cc. of carbon tetrachloride, an average 
rise in temperature of 4.2° was obtained, and the specific temperature 
reaction is calculated for each oil by dividing the heat of bromination 
by.this number. Furthermore, by dividing the iodine number of several 
oils by this specific temperature reaction, the factor to be employed for 
the calculation of the iodine number was found to be 17.18, as in the fol- 
lowing cases: * 


——_—— > \XV3OWO O Cr vw 


Specite Temas Todine Number. 


Oil. perature 
pe Calculated. Found. 
Prime lard js. .j\.\--occ+cc ccs es smeie === 3-705 63.8 63-8 
IN@, LENE GoGoooneEaS SgqocseGeHnsssecs 4-096 70.3 73-9 
ONES coacasscooodequccoRboeseccuooss 4-762 81.8 82.0 
Cottonseed ....-...--------++-----+--+- 5-667 97-3 103.0 
(GWiitb 562 44qucs daekbonsousocecsosbbnss 6.381 109-5 107.8 


The Acetyl Value.— On heating fats with acetic anhydride they 
become ‘‘ acetylated”’; i.e., the hydrogen atom of their alcoholic hydroxyl 
group is exchanged for the acetic acid radicle, in accordance, for example, 
with the following reaction: 


C,,H,,(OH)COOH + (C,H,O),0 =C,,H,(O,C,H,O)COOH + C,H,0,. 
ESenelee Be Sphys Acetyiacincicic meen 


By the actyl value is meant the number of milligrams of potassium 
hydroxide necessary to neutralize the acetic acid formed by the saponifi- 
cation of 1 gram of the acetylated fat. 

The Lewkowttsch method of procedure follows: 10 grams of the 
oil are boiled with twice that weight of. acetic anhydride for 2 hours in 
a flask with a return-flow condenser, and the mixture is then transferred 
to a large beaker containing 500 cc. of water, and boiled for 2 hours. 
To prevent bumping, a current of carbon dioxide is slowly passed through 
it during the boiling, introduced through a finely drawn, bent glass tube 
reaching nearly to the bottom of the beaker. The mixture on standing 
separates into two layers, of which the lower, or aqueous layer, is si- 
ee eee eee 

* Gill, Oil Analysis, p. 128. 
t Jour. Soc, Chem. Ind., 16, 1897, P- 503. 
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phoned off, and the oily layer boiled with fresh portions of water, which 
are in turn siphoned off, the operation being repeated till the wash water 
tests free from acid by litmus paper. 

The acetylated fat is then separated and dried by filtering through 
a dry paper at too® in an oven. If desired, the process may be carried 
out quantitatively, weighing the acetylated fat on a tared paper or in a 
tared dish as in the case of the insoluble acids, page 502. 

About 5 grams of the acetylated fat are weighed into a flask, and 
saponified with alcoholic potash in precisely the same manner as for 
the determination of the saponification number. Evaporate the alcohol 
and dissolve the soap in water. One of two methods may be carried 
out for freeing the acetic acid for titration, one by distillation and the 
other by filtration. In either case the water used must be boiled until 
free from carbon dioxide. 

For the former or distillation process, acidify the aqueous solution 
of the soap with 1: 10 sulphuric acid, and distil in a current of steam 
until 600 to 7oo cc. of distillate are obtained. The distillate should be 
received in a funnel with a loose cotton plug, so as to filter it free from 
insoluble acids mechanically carried over. The filtrate is titrated with 
tenth-normal sodium hydroxide, using phenolphthalein as an indicator. 
The number of cubic centimeters of alkali used is multiplied by 5.61, and 
the product divided by the number of grams of acetylated fat taken. The 
result is the acetyl value. 

If the filtration process is used (which is more rapid and should give 
concordant results with the distillation process), the exact amount. of 
alcoholic potash used in the saponification should be accurately measured 
in carrying out the former part of the test, and the exact number of cubic 
centimeters of standard acid corresponding to the amount of alkali em- 
ployed should be added to the aqueous soap solution. The mixture 
should be gently warmed, and the fatty acids will gather in a layer at 
the top. These are filtered off and washed, till free from acid, with 
boiling water. The filtrate is titrated with tenth-normal sodium hy- 
droxide, and the acetyl value calculated as in the distillation process. 


ACETYL NUMBER OF EDIBLE OILS AND FATS. 


Lye a ne 5 ase Sete bwin o daisiel eles da es 2.6 
(Cases, AVIS oo Me Bnet EDO Oo eo 2.8 
Linseed Oil... ...--2+-++-+eeeeeee out ees 4.0 


Palm Kernel Oil’; ......5.: SRE Chee 1.9 -8.4 
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ButtersFat. icc es osleeseeceeew ceeieews eebeas El O-tac0 
Beet Pallow ss c.ce fois css wee re ee tales ates en 2.7- 8.6 
Peanut.Qils =< 2coa cet el cictele eile = ee eee Q.I 
Olive Olle. x eodtawee cose so cee erie woes aa 10.6 
Cocoanut:Qil (eee ert oe sees clere soe cai 0.9-12-3 
Rape:Qunviese ence. crete et orcs face + ve cme c4-9 
Gottonseed Qilzerecee = oe oc ew ec nee ctenaere 2I.0-25.0 


Holland* has simplified the process and adopted as the rational 
acetyl number the milligrams of potassium hydroxide required for the 
saponification of the acetyl assimilated by 1 gram of the fat on acetylation 
(not 1 gram of the acetylated fat) thus making the number analogous 
to the other common fat constants. His process is as follows: 

Heat 5 grams of the sample with 10 cc. of acetic anhydride for 1~-1.5 
hours in a 300-cc. Erlenmeyer flask under a reflux condenser on a boiling 
water-bath. Add sufficient ceresine to form a solid disk on cooling (0.4~ 
0.5 gram for butter, less for hard fats, more for oils), heat on the water- 
bath with rotation until the mass is homogeneous, add carefully 150 cc. 
of boiling water and heat further with occasional agitation to remove 
occluded acetic acid. Cool in water, decant off the solution without 
disturbing the cake onto a dense ether-extracted filter. Repeat the 
treatment with water about 6 times or until the final filtrate gives a de- 
cided color with 2-3 drops of N/1o alkali and phenolphthalein. 

Drain in a cool place, return to the flask small particles adhering to 
the filter, add 50 cc. of alcoholic potash (50 cc. saturated solution to 
1000 cc. of alcohol), 50 cc. of alcohol, a few glass beads, and boil under a 
reflux condenser on a water-bath for 60 minutes, or to complete saponifi- 
cation. Place in water at 60° C. and titrate with N/2 hydrochloric acid 
using as indicator phenolphthalein or preferably 1 cc. of a solution of 
alkali blue (6B) prepared by digesting 1 gram with 100 cc. of alcohol for 
“several days at room temperature in a stoppered flask, with occasional 
shaking, and filtering. Boil and retitrate if necessary. Conduct blanks 
without ceresine. Calculate the saponification number of the fat after 
acetylation from these data. 

The acetyl number (in the new sense) is the difference between the 
saponification numbers of the fat before and after acetylation. 

The Valenta Test.j;—This depends upon the solubility of the oil in 


* Jour. Ind. Eng. Chem., 6, 1914, p. 484. 
t Dingler’s polyt. Jour. 252, 1884, p. 296. 
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glacial acetic acid. Pour from 3 to 5 cc. of the oil into a test-tube, and 
add an equal volume of glacial acetic acid (specific gravity 1.0562). 
Place a thermometer in the tube and warm gently till the oil goes into 
solution. Then allow the mixture to cool, and observe the temperature 
at which the solution begins to appear turbid. 

Castor oil and oil of the olive kernel are soluble in glacial acetic acid 
at ordinary temperatures, rape, mustard seed, and other cruciferous oils 
are partly insoluble even in the boiling acid, while the other edible oils 
and fats become turbid at temperatures between 23° C. and the boiling- 
‘ point of acetic acid. Tables have been prepared by Valenta, Allen, and 

others, showing the turbidity temperatures for different oils and fats, 
but as these figures are far from soptcotelals the analyst will do well to 
establish his own standards. 

Thompson and Ballantyne * found that the amount of free fatty 
acids and the specific gravity of the acetic acid exert a marked influence 
on the results. Fryer and Weston f dry the oil by hot filtration through 
cotton. 

The Elaidin Test was first suggested by Poutet in 1819 and was for- 
merly much used. It is based on the conversion by nitrous oxide of liquid 
olein into the solid elaidin, a crystalline compound isomeric with olein, 
while other common glycerides remain liquid under treatment with this 
reagent. By the consistency of the final product, when subjected under 
certain conditions to the action of nitrous oxide, some idea as to the 
character of the oil may be gained. 

Manipulation—To carry out the test according to Poutet ae 
weigh 5 grams of the oil into a beaker, add 7 grams of nitric acid (specific 
gravity 1.34) and about o.5 gram of copper wire. Place the beaker in 
water at 15° and stir thoroughly with a glass rod in such a manner as 
to make an intimate mixture of the oil and the evolved nitrous oxide gas. 
After the wire has been dissolved, add another piece of about the same 
size and again stir vigorously. Set aside for about 2 hours, at the end 
of which, in the case of pure olive, almond, peanut, or lard oil, it will 
have been changed into a solid white mass. 

Nearly all the seed oils, especially cottonseed and mustard, are turned 
into a pasty or buttery mass. 

Another modification of Poutet’s tests{ consists in mixing 10 grams 


* Jour. Soc. Chem. Ind., 10, 1891, p. 233. 
ft Analyst, 43, 1918, 3. 
Used in the Paris municipal laboratory. 
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of the oil, 5 grams of nitric acid (specific gravity 1.38), and 1 gram of 
mercury in a test-tube, shaking for 3 minutes and allowing to stand 
20 minutes, when it is again shaken. 

The behavior of various oils after that time on further standing is as 


follows: 
Solidified after 


IVeLO lla mer ct rotre cle tee rere ie 60 minutes 
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Archbutt * prepares the reagent previous.to use by dissolving 18 grams 
of mercury in 15.0 c.c of nitric acid (sp. gr. 1.42) and uses 8 grams for 
96 grams of the oil, shaking every Io minutes for 2 hours. 

Determination of Free Fatty Acids.—Weigh 5-20 grams of the oil or 
fat into a flask, add 50 cc. of neutralized 95% alcohol, warm in the case 
of fats until melted, shake thoroughly, and titrate with N/ro alkali, using 
phenolphthalein as indicator. 

The result may be reported in terms of percentage of oleic acid (each 
cubic centimeter of tenth-normal alkali is equivalent to 0.0282 gram of 
oleic acid) or as the “acid number,” by which is meant the number of 
cubic centimeters of tenth-normal alkali necessary to saturate the free 
acid in 1 gram of the fat or oil. 

Constants of the Free Fatty Acids.—Often much information as to 
the character of an oil or fat may be obtained by determining such con- 
stants of its fatty acids as the melting- and solidifying-point, the iodine 
number, etc. 

To prepare the fatty acids or if soluble acids are present the insoluble 
fatty acids, for examination, saponify a quantity of the oil or fat with al- 
coholic potash, evaporate the alcohol, and dissolve the soap in hot water. 
Decompose the soap by the addition of an excess of hydrochloric or sul- 
phuric acid, heat till the fatty acids rise in a layer to the top of the liquid, 
cool, remove the fatty acids, boil up again with water, and repeat until 
the mineral acid is removed. The melting-point, iodine number, etc., 
are determined as with the oil or fat itself. 

Solidifying-point of the Fatty Acids, or Titer Test.—VW odified 
Wolfbauer Method.j—Saponify 75 grams of fat in a metal dish with 60 cc. 
Se ee 

* Jour. Soc. Chem. Ind., 5, 1886, 304. 
+ A. O. A. C. Method, U. S. Dept. of Agric., Bur. of Chem. Bul. 107, p. 135. 
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of 30% sodium hydroxide (36° Baumé) and 75 cc. of 95% by volume 
alcohol or 120 cc. of water. Boil to dryness, with constant stirring to - 
prevent scorching, over a very low flame, or over an iron or asbestos plate. 
Dissolve the dry soap in a liter of boiling water, and if alcohol has been 
used, boil for forty minutes in order to remove it, adding sufficient water 
to replace that lost in boiling. Add 100 cc. of 30% sulphuric acid (25° 
Baumé) to free the fatty acids, and boil until they form a clear, trans- 
parent layer. Wash with boiling water until free from sulphuric acid, 
collect in a small beaker, and place on the steam bath until the water has 
settled and the fatty acids are clear; then decant them into a dry beaker, 
filter, using a hot-water funnel, and dry twenty minutes at 100° C. 

When dried, cool the fatty acids to 15 or 20° C. above the expected 
titer, and transfer to the titer tube, which is 25 mm. in diameter and 100 
mm. in length (1 by 4 inches), and made of glass about 1 mm. in thickness. 
Place in a 16-ounce saltmouth bottle of clear glass, about 70 mm. in 
diameter and 150 mm. high (2.8 by 6 inches), fitted with a cork, which is 
perforated so as to hold the tube rigidly when in position. Suspend the 
thermometer, graduated to o.10° C., so that it can be used as a stirrer, 
and stir the mass slowly until the mercury remains stationary for thirty 
seconds. ‘Then allow the thermometer to hang quietly, with the bulb in 
the center of the mass, and observe the rise of the mercury. The highest 
point to which it rises is recorded as the titer of the fatty acids. 

Test the fatty acids for complete saponification as follows: 

Place 3 cc. in a test tube and add 15 cc. of alcohol (95% by volume). 
Bring the mixture to a boil and add an equal volume of ammonium 
hydroxide (0.96 sp. gr.). A clear solution should result, turbidity indicat- 
ing unsaponified fat. The titer must be made at about 20° C. for all 
fats having a titer above 30° C. and at 10° C. below the titer for all other 
fats. 

The thermometer must be graduated in tenth degrees from 10° to 60°, 
with a zero mark, and have an auxiliary reservoir at the upper end, also 
one between the zero mark and the 10° mark. The cavity in the capillary 
tube between the zero mark and the 10° mark must be at least 1 cm. below 
the 10° mark, the 10° mark to be about 3 or 4 cm. above the bulb, the 
length of the thermometer being about 15 inches over all. The ther- 
mometer is annealed for 75 hours at 450° C., and the bulb is of Jena 
normal 16” glass, moderately thin, so that the thermometer will be 
quick acting. The bulb is about 3 cm. long and 6 mm. in diameter. 
The stem of the thermometer is 6 mm. in diameter and made of the best 
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thermometer tubing, with scale etched on the stem, the graduation to be 
clear cut and distinct, but quite fine.* 

Unsaponifiable Matter.—As will be seen by reference to the table 
on page 529, the unsaponifiable matter in pure edible oils and fats is 
comparatively insignificant in amount, consisting largely of cholesterol or 
phytosterol. A high content of unsaponifiable matter is indicative of 
adulteration, pointing to the presence of mineral or coal-tar oils, or to 
paraffin. 

Determination of Unsaponifiable Matter.;—Weigh 7 to 1o grams of 
the fat or oil in a 250-cc. flask, and saponify by boiling with 25 cc. of 
alcoholic potassium hydroxide and 25 cc. of alcohol under a return- 
flow condenser. After saponification, add 30 to 4o cc. of water, and 
bring to the boiling-point. Cool and transfer the contents from the 
flask to a separatory funnel, washing out the flask first with a small amount 
of 50% alcohol, and finally with 50 cc. of petroleum ether (B.P. 40°-70°), 
adding both washings to the separatory funnel. Shake the latter 
thoroughly, but avoid if possible forming an emulsion. If the latter 
persists in forming, add a volume of water equal to that of the soap solu- 
tion, which will sometimes break it up. After separation of the petro- 
leum ether layer, draw off the underlying soap solution into a beaker, 
and wash the petroleum ether two or three times with 50% alcohol, which 
is drawn off and added to the soap solution. The petroleum ether is 
then run into a tared Erlenmeyer flask, and the soap solution extracted 
twice more with fresh portions of petroleum ether, washing the ether 
each time with 50% alcohol as before and then transferring the ether 
to the tared flask. The petroleum ether is then removed by placing 
the flask on the water-bath, bumping being prevented by means of a 
spiral of platinum wire weighed with the flask. Finally remove all traces 
of remaining ether by blowing hot air through the flask, or, in the absence 
of mineral oils (some of which are volatile), dry in the water-oven to con- 
stant weight, cool in a desiccator, and weigh. 

Cholesterol and Phytosterol—These are: monatomic alcohols, and 
combine with the fatty acids forming esters. Both respond to the same 
reactions, and are separated by the same process from the oils and fats 
in which they occur. Phytosterol was long thought to be the same as 
cholesterol, and some confusion seems to have arisen from the fact that 
early writers purport to have found cholesterol in vegetable oils, when 


* Tolman, U. S. Dept. of Agric., Bur. of Chem., Bul, 90, D. 75: 
{ Honig and Spitz, Jour. Soc. Chem. Ind. Pear, 1039. 
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in reality the substance was phytosterol. The latter first distinguished 
from cholesterol by Hesse, who named it. 

Cholesterol (C2gH44O) crystallizes in white, nacreous, monoclinic 
lamine, having a melting-point of 145° and specific gravity 1.067. Its 
reaction is neutral, it is devoid of taste or smell, insoluble in water, sparingly 
soluble in cold, but readily soluble in boiling alcohol, and soluble in ether, 
chloroform, methyl alcohol, benzene, and oil of turpentine. It sublimes 
unchanged at 200°, but at higher temperatures decomposes. 

Commercial cholesterol is obtained from wool oil and is known as 
lanolin, being used largely in medicine as a basis for ointment. 

Cholesterol occurs also in the yolk of eggs, in many animal secretions, 
and in most animal oils and fats. 

It separates in laminated, transparent crystals from a mixture of 
2 volumes alcohol and 1 volume ether, and in the form of anhydrous 
needles from chloroform. 

Phytosterol (C..H,,0,H,O) is most abundantly found in the legu- 
minous seeds, and is prepared commercially from these, especially from 
peas and lentils. It is a constituent of most vegetable oils. 

It crystallizes in slender, glittering plates from chloroform, ether, 
and petroleum ether, and from alcohol in tufts of needles. In solubility it 
much resembles cholesterol, but its melting-point from 132° to 134° is lower. 

Determination of Cholesterol and Phytosterol.— Method of Forster and 
Reichmann.*-—50 grams of the oil or fat are boiled for five minutes in 
a flask connected with a reflux condenser with two successive portions 
of 75 cc. of 95% alcohol, and in each case the alcoholic solution is sepa- 
rated by means of a separatory funnel. The combined alcoholic solutions 
are then boiled in a flask provided with a funnel in the neck, till one- 
fourth of the alcohol is evaporated, and then poured into an evaporating 
dish and brought to dryness. The residue is then extracted with ether, 
and the ether solution is evaporated to dryness, taken up again with ether, 
filtered, evaporated once more, and dissolved in hot 95% alcohol, from 
which it is allowed to crystallize. Cholesterol or phytosterol will crys- 
tallize out under these conditions, and may be weighed. 

Distinguishing between Cholesterol and Phytosterol.—It is some- 
times of importance to determine which of these substances is present in 
an oil, or whether indeed both occur. Confirmatory proof as to the 
presence of vegetable in animal oils may, for instance, be established by 
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showing whether the unsaponifiable residue in the sample contains choles- 
terol or phytosterol or both. Hehner * has made use of this test in deter- 
mining the presence of cottonseed oil in lard. 

The most ready means of distinguishing between cholesterol and 
phytosterol is furnished by the marked difference between the form of the 
crystals, the manner of crystallization of the two substances, and the 
melting points of the acetates. 

Separation and Crystallization of Cholesterol and Phytosterol.— 
Bémer’s Method.{—Saponify 100 grams of the fat by heating in a liter 
Erlenmeyer flask on a boiling water bath with 200 cc. of alcoholic potash 
solution (200 grams of potassium hydroxide+1 liter of alcohol). The 
flask should be provided with a perforated rubber stopper, through which 
passes a glass tube 7oo cm. long, which serves as a reflux condenser. 
During the first part of the heating shake often and vigorously until the 
solution is clear, after which continue the heating one-half to. one hour 
longer with occasional shaking. 

While still warm, transfer to a separatory funnel of about 1.5 liters 
capacity, rinsing the flask with 4oo cc. of water. When cool, add 500 cc. 
of ether, shake vigorously for one-half to one minute, opening the cock 
repeatedly, and allow to stand for two to three minutes until the liquids 
separate. Remove the ether solution to a flask, and distil off the ether, 
using a few pieces of pumice stone to prevent bumping. Shake the soap 
solution two to three more times in the same manner with 200 to 250 cc. 
of ether, add the ether solution after each shaking to the residue in the 
distilling flask, and distil off the ether. 

Usually a small amount of alcohol remains in the flask after removal 
of the ether, which may be removed by heating on a boiling water bath 
in a blast of air. To saponify any remaining fat, add 20 cc.of the alcoholic 
potash solution, and heat for five to ten minutes as before. Transfer 
to a small separatory funnel, rinse with 4o cc. of water, cool and shake 
with 150-200 cc. of ether from one-half to one minute, allow to stand two 
to three minutes, and draw off the lower layer. Wash the ether solution 
three times with 10-20 cc. of water, filter, to remove drops of water, into 
a small beaker, and remove the ether by cautious evaporation on the 
water bath, thus obtaining the crude cholesterol or phytosterol. 

The unsaponifiable residue, which may be weighed after drying, in 
the case of animal fats shows beautiful radiating crystals, and consists 


* Tbid., 13, 1888, p. 165. 
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largely of cholesterol, while in the case of vegetable fats it consists largely 
of phytosterol. Dissolve the residue in 4-20 cc. of absolute alcohol with 
the aid of heat, and allow to crystallize slowly in a shallow dish. 

The crystallization in the case of cholesterol alone begins from the 
margin of the liquid and gradually extends inward toward the center, 
forming a uniformly bright, thin, colorless film over the whole surface. 
This film is best removed with a knife or spatula and pressed between 
filter-paper. ‘The film will be seen, even megascopically, to be composed 
of large, glossy plates with a silk-like luster. After the removal of the 
first film a second will form similar to the first, but composed as a rule 
of smaller crystals. These are removed in like manner, dried between 
filters, and added to the first in a glass. After the second crop, the mother 
liquid is thrown away. ‘The crystals are then redissolved in absolute 
alcohol, and again allowed to separate out, being repeatedly recrystallized 
till the melting-point is constant. In lard and most fats the crystals 
were found pure by Bomer after the second crystallization. 

Phytosterol is crystallized with greater difficulty, especially when 
derived from seed oils, on account of the presence of pigments and other 
foreign matter. The first procedure is the same as above described for 
cholesterol, the crystals being allowed to separate slowly out of a solu- 
tion in absolute alcohol. Unlike cholesterol, no film is formed on the 
surface, but needles (Sometimes 1 cm. in length) are gradually elim- 
inated, beginning at the margin and extending inward mostly at the 
bottom. In concentrated solutions, fine needles would be uniformly 
deposited through the liquid. These are best separated from the mother 
liquid by filtration, as they are not easily taken out with a knife. They 
may be washed on the filter with small amounts of absolute alcohol for 
microscopical examination, or repeatedly recrystallized, as in the case 
of cholesterol, till the melting-point is constant. 

1. Cholesterol Crystals —When crystallized separately under above 
conditions, cholesterol crystals viewed under the microscope show generally 
rhomboidal forms of plates, as in Fig. 97, but sometimes with a reenter- 
ing angle. The plates are often grown together in masses. The most 
characteristic forms are found from the first crystallization or from 
the first film removed. Sometimes quadrilateral crystals predominate 
among the plates, often also the other shapes shown are found most 
numerous. 

2. Phytosterol Crystals.—Pure phytosterol crystallizes in needles or 
narrow plates, arranged commonly in star form or in bunches. The 
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most common forms are shown in Fig. 98, best conditions as to shape 
of crystals being obtained from slow crystallization, in which case the 
needles are finer and more regular. S 

-The crystals are commonly in the form of long, narrow plates, thin 
and slender, often pointed at both ends. Sometimes the points are 
lacking, or the ends are beveled. The more frequently they are re- 
crystallized, the larger and more varied are the crystal forms. The 
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Fic. 97.—Cholesterol Crystals under the Microscope. (After Bémer.) 


broad, hexagonal and quadrilateral plates shown are products of re- 
crystallization; the shorter forms are rarely met with. Sometimes various 
forms are found side by side in the same crystallization. 

Phytosterol crystals, from a second or third recrystallization, some- 
times grow together in bunches resembling at fitst glance to the naked 
eye the cholesterol masses. ‘They never do this in the first crystallization, 
whereas in the case of cholesterol the growing together in masses is very 
characteristic of the first crystallization. 


JUol 


Fic, 98.—Phytosterol Crystals. (After Bémer.) 


Thus for purposes of distinguishing between the two the product 
of the first crystallization is best observed. 

3. Crystals of Mixed Cholesterol and Phytosterol.—In mixtures of the 
two they do not crystallize separately, but when in nearly equal propor- 
tion, or with phytosterol predominating, the crystals much resemble 
phytosterol. Even when cholesterol predominates to the extent of 20 
parts to 1 of phytosterol, the mode of crystallization leans most toward 
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that of phytosterol, though the needles are of different shape. Such a 
mixture, for instance, does not form in a film like cholesterol, but, like 
phytosterol, comes out in needle-like bunches. The needles, however, 
are more often like those shown in Fig. 99 when viewed under the micro- 
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Fic. 99.—Characteristic Forms of Crystallization of Mixed Cholesterol and Phytosterol 
(After Bémer.) : 


scope, showing needles for the most part squarely cut off at the ends, 
and sometimes placed end to end, and of varying diameter, giving the 
appearance of a spy-glass. When cholesterol predominates over phy- 
tosterol 50 to 1, the plates resemble those of cholesterol. 

Bomer’s Phytosterol Acetate Test for Vegetable Fats.*—Dissolve 
the crude cholesterol or phytosterol, or the mixture of the two, obtained 
by Bomer’s method, as described on page’ 522, in the smallest possible 
amount of absolute alcohol, and allow to crystallize. Examine under 
the microscope the first crystals that separate, comparing with the cuts 
and descriptions given in the preceding section. Remove the alcohol 
completely by evaporation on the water bath, add 2 to 3 cc. of acetic 
anhydride, cover with a watch glass, and boil for one-fourth minute on a 
wire gauze; then remove the watch glass, and evaporate the excess of 
acetic anhydride on the water bath. Heat the residue with sufficient 
absolute alcohol to dissolve the esters, and add enough more to prevent 
immediate crystallization on cooling. Cover until the room temperature 
is reached and allow to crystallize. 

After one-half to one-third of the liquid has evaporated and the greater 
part of the esters have crystallized, transfer the crystals to a small filter 
by the aid of a small spatula, rinsing with two portions of 2 to 3 cc. of 
95% alcohol. Return the crystals to the crystallizing dish, dissolve in 
5 to 10 cc. of absolute alcohol, and again allow to crystallize. After the 
greater part of the crystals have separated, collect on a filter as before. 
Repeat the recrystallization several times (5 to 6 is usually sufficient), 
determining the melting point of the crystals after each recrystallization 
beginning with the third. 


* Zeits. Unters. Nahr. Genussm., 4, 1901, p. 1070. 
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If after the last crystallization the corrected melting-point of the 
crystals is above 116°, the presence of a vegetable fat or oil is indicated, if 
it is 117° or higher the proof may be regarded positive. 

The standard thermometer used should be’graduated to tenths of a 
degree. Correct the reading by the following formula: 


S=T +0.000154n(T —?) 


in which S'=the corrected melting-point, 7 =the observed melting-point, 
n=the length of the mercury column above the surface of the liquid, 
expressed in degrees, and ‘=the temperature of the air about the mercury 
column as determined by. a second thermometer. 

Bomer states that by this method the analyst can detect in edible 
animal fats 1 to 2 per cent of oils rich in phytosterol (cottonseed, peanut, 
sesame, rape, hemp, poppy, and linseed), and 3 to 5 per cent of oils con- 
taining smaller amounts of this constituent (olive, palm, palm kernel, 
and probably cocoanut). He found the corrected melting-point of choles- 
terol acetate to be 114.3° to 114.8° and of phytosterol acetate, 125.6° to 
137.0°, according to the source. 

Klosterman Digitonin Method * Modified by Ktihn, Benger, and Wer- 
werinke.t—To the fatty acids, separated from 50 grams of the sample in 
the usual manner, contained in a beaker, add 25 cc. of a 1% solution of 
digitonin (crystalline) in 95% alcohol, and heat at 70° C. for 30-45 minutes 
with occasional stirring until the precipitate of digitonides separates. 
Add 15-20 cc. of chloroform, filter, using suction, wash successively with 
chloroform and with ether until all the fat is removed, and dry. Boil 
the dried precipitate with 3-5 cc. of acetic anhydride for 5 minutes, add 
while hot 4 volumes of 50% alcohol, and allow the crystals of sterol acetate 
to separate. Filter, recrystallize from ether, and determine the melting- 
point as above described. 

Numerous experiments, made both in Europe and America, show that 
feeding milch cows and swine with oil cakes does not introduce phyto- 
sterol into either the fat of the milk or the lard, although both fats may 
respond to the Halphen test, or give abnormally high Polenske numbers 
as a result of feeding with cottonseed or cocoanut cake respectively, and 
although the lard (not the butter fat) may respond to the Baudouin test, 
owing to feeding with sesame cake. (See pages 552 and 570). 


* Zeits. Unters. Nahr. Genussm., 26, 1913, Pp. 433- 
t Ibid., 28, r914, p. 369; 29, 1915, p. 321. 
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Paraffin, sometimes used as an adulterant of fats, is included in the 
unsaponifiable matter determined as described on page 520. If present 
in an amount sufficient to indicate substitution for a more valuable fat 
the hot solution of the soap will be cloudy, showing often oily drops, and the 
percentage of unsaponifiable matter will be far in excess of normal. The 
characteristics of the unsaponifiable matter useful in further identification 
are the iodine and saponification numbers (nearly zero), the refraction, 
and the melting-point, although the latter will be modified in a degree 
by the presence of the small amount of sterols. 

_ For the detection of minute amounts, said to be used to misguide the 
analyst in interpreting the results of the phytosterol acetate test, Polenske’s 
method * may be applied. 

Microscopical Examination of Oils and Fats.—In the examination of 
lard and butter for adulterants, the use of the microscope is often of great 
value, and will be described more fully under these special fats. In general, 
the best fat crystals are obtained by slow crystallization at room tempera- 
ture from an ether solution, or from a mixture of ether and alcohol. The 
first crystals formed may often with advantage be filtered out, and washed 
with the alcohol and ether mixture on the filter, dissolved finally in ether, 
and the latter allowed to evaporate spontaneously. The crystals are 
then examined in a medium of ether. 

If, it is desired to separate the liquid oleins from an oil, so that crystals 
of the solid fats are left for examination, Gladding ¢| recommends dis- 
solving the fat in a mixture of two volumes of absolute alcohol and one 
volume of ether in a test-tube, which is stoppered with cotton and set 
for half an hour in ice water, during which time the more solid stearin 
and palmitin will have crystallized out. This portion is then separated 
from the mother liquor by filtration through an alcohol-wet filter-paper, 
and the crystals finally treated as in the preceding section, being examined 
in a medium of olive or cottonseed oil. 


“CONSTANTS AND VARIABLES OF COMMON EDIBLE OILS AND FATS. 


The tables on pages 528 and 529, based on the results of numerous 
analysts, are designed merely as a guide. The figures given are not the 


* Arb. kaisl. Gsndhtsamt., 22, 1905, p. 576. 
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extreme limits reported in the literature, but rather the limits between 
which the results of analyses of commercial samples will ordinarily fall. 
Since the figures for each fat are not based on the same set of analyses made 
by the same analyst, some inconsistencies may be expected. 


OLIVE OIL. 


Source.—Olive oil is derived from the fruit of the cultivated thorn- 
less olive tree, Olea Europea sativa, of which there are a great many 
varieties, originally grown in Asia Minor, Greece, Palestine, southern 
Europe, and northern Africa, and now cultivated also in California, Peru, 
and Mexico, as well as in Australia. Most of the olive oil of commerce 
is supplied by Italy, Spain, southern France, Tunis and Algeria. The tree 
is an evergreen of slow growth and great longevity. 

The ripe olive fruit is purple or purplish black in color; it is round or 
oval in shape, and from 2.5 to 4 cm. in diameter. The oil is contained in 
the parenchyma cells of the fruit suspended in a watery fluid. A thick 
skin incloses the fruit, and within is a kernel, which itself contains oil. 
The fruit flesh of European olives may, according to Lewkowitsch, contain 
as high as 70% of oil, but on an average contains about 50%. California 
olives, as shown by analyses made by Colby at the California experiment 
station, have a lower oil content, over 32% in the flesh or EEA 70 in the 
whole fruit being exceptional. 

Preparation.—The finest virgin oil is produced from hand-picked, 
peeled olives, from which the kernels or pits have been removed. A 
somewhat inferior grade of oil is produced from the whole olive including 
the pit, while a distinctly low grade oil is obtained from the stones, or 
kernels, which are ground into a coarse meal and subjected to pressure, or 
to the action of such solvents as carbon bisulphide. 

In the process of manufacture the fruit, picked when nearly ripe, is 
reduced to a pulp in a stone or iron mill, and the pulpy mass, contained 
in baskets or bags, is subjected to pressure in an iron press. The very 
highest grade of virgin oil is that which runs out from the pulp with little 
or no pressure. After the first pressing, the pomace is ground, treated with 
water, and again subjected to pressure. Several pressings in this manner 
may be carried out, each yielding an oil inferior to that preceding, the 
lowest grades being used for lubricants and in the manufacture of 
soap. . 

The oil as it runs from the press being turbid is clarified by washing and 
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filtering. It is stated that Italian olive oil is sometimes bleached by shak- 
ing with a solution of tannic acid.* 

Nature and Composition.—The better grades of olive oil, suitable for 
table and medicinal purposes, possess a pleasant, bland taste, and a dis- 
tinctive and agreeable odor, unmistakable in character for that of any 
other oil. The finest virgin oil is pale green in color, due to the presence 
of chlorophyll, which is closely associated with the oil globules in the 
cellular tissue of the fruit. Some varieties of olive oil are nearly color- 
less, while others are a deep golden yellow. 

Olive oil is very soluble in chloroform, benzol, and carbon bisulphide, 
but sparingly in alcohol. Three parts dissolve in 5 of ether. 

For range of constants see pages 528 and 5209. 

For customs purposes the United States Government considers a 
gallon equivalent to 7.56 pounds, which is slightly below the truth. 

Solid fatty acids constitute from 2 to 18% of the total fatty acids (Tol- 
man and Munson). They consist of palmitic with a small amount of 
arachidic acid. Stearic acid is absent. The liquid acids are oleic (over 
90%) and linolic acids. Gill and Tufts t have shown that olive oil con- 
tains phytosterol, not cholesterol, and is not therefore, as once held, an 
exception among vegetable oils. 

Substitutes.—As a rule the low-grade olive oils are most subject 
to adulteration, by reason of the fact that it hardly pays to destroy or even 
modify the fine quality and delicacy possessed by a first-class oil; which 
would inevitably be the result if even a small amount of foreign oil were 
added. Furthermore, if olive oil be sightly rancid or high in free fatty 
acids, the admixture of a bland oil tends to conceal the fact. 

The most common substitute and adulterant of olive oil in this country 
is naturally cottonseed oil, while in Europe peanut, sesame, poppyseed, rape 
sunflower and other oils are used. Leach has found in samples of alleged 
olive oil sold in Massachusetts cocoanut oil t and even fish oil. 

Pure Olive Oil of the U. S. Pharmacopceia.—The requirements of 
the Pharmacopceia are as follows: 

Specific gravity, 0.910 to 0.915 at 25° C.; iodine value not less than 


* Anal. fals., 4, IQII, P- 355- 
+ Jour. Am. Chem. Soc., 25, 1903, p. 498. 
{A sample of alleged olive oil purchased in a Massachusetts drug store and found to 


be adulterated with cocoanut oil, had the following constants: 


Smet STAVILY co.cc 0,00 o eda se> 0.911 TodinteenUIM bers. shes hei wale claete owes 3 74.5 
Reichert-Meissl number.......... 2.90 Butyro-refractometer at 26°.......... 56.5 
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79 nor more than 90; saponification value 190 to 195; very slightly soluble 
in alcohol, but readily soluble in ether, chloroform, or carbon disulphide. 

When cooled to from 10° to 8° C., the oil becomes somewhat cloudy 
from the separation of crystalline particles, and at o° C. it usually forms a 
whitish, granular mass. 

Olive oil should not show the cottonseed oil reaction with the Bechi and 
Halphen test, pages 536 and 537, nor the sesame oil reaction with the 
Baudouin test, page 538. 

U. S. Standards.—Olive oil is the oil obtained from the sound, mature 
fruit of the cultivated olive tree (Olea europoea L.) and subjected to the 
usual refining processes; is free from rancidity; has a refractive index 
(25° C.) not less than 1.4660 and not exceeding 1.4680; and an iodine 
number not less than 79 and not exceeding 90. Vurgin olive oil is olive 
oil obtained from the first pressing of carefully selected, hand-picked olives. 

Neither the pharmacopoeial nor the federal standards places.a limit 
for free fatty acids. Archbutt considers that they should not exceed 4% 
(calculated as oleic) in oil designed for food. Analyses made by Colby 
indicate that genuine olive oil produced in California has a higher iodine 
number than the European product, reaching 90 and even higher. Sam- 
ples from other regions have been reported to have an iodine number 
over go. 

Hauchecorne or Nitric Acid Test.—Pure olive oil, when shaken or 
stirred with an equal volume of concentrated nitric acid, turns from a pale 
to a dark-green color in a few minutes. If, under this treatment, a reddish 
to an orange, or brown coloration is produced, the presence of a foreign 
vegetable oil (usually a seed oil) is to be suspected. The test should be 
used with caution and under no circumstances regarded as final. 

Bach gives the following table showing the action of strong nitric acid 
on various oils: 


Kind of Oil, After Agitation After Heating for | Consistency after 


with Nitric Acid. Five Minutes. Sandie tre 

Olivieri tise coil opaene ccs: Pale green Orange-yellow Solid 

Peaniwty.: cits seccde es one Pale rose Brownish yellow Solid 

IRA Demy tetarare ters cerauemeson sc ..Pale rose Orange-yellow Solid 

SERENE con SF guomde cocoa ere White Brownish yellow Liquid 

SUN OW ely tana erie ie Dirty white Reddish yellow Buttery 
(ConMangecsl 5 on ooo doowosude Yellowish brown | Reddish brown Buttery 
(CHO tne ticoacamcea ya odone Pale rose Golden yellow Buttery 


sr 
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The Zeiss Butyro-refractometer furnishes one of the most useful 
and easily applied preliminary means of judging the purity of the sample. 
If the reading is beyond the limits of pure olive oil, it at once indicates 
adulteration and often points to the particular adulterant. On the other 
hand, it is not always safe to assume the oil to be pure if the reading is 
correct, since mixtures of higher and lower refracting foreign oils may 
be so skillfully prepared as to read well within the limits of the pure oil 
on the refractometer scale. The refractometer reading of pure cottonseed 
oil is almost five degrees higher than that of pure olive. 


READINGS ON ZEISS REFRACTOMETER OF OLIVE AND COTTONSEED 


OILS.* 
Scale Reading. Scale Reading. 
semperatures jes mi ees | | Temperature 
(Centigrade). (Centigrade). 
Olive Oil. Cottonseed Oil. Olive Oil. Cottonseed Oi, 
35-0 57-0 61.8 25-5 62.4 67.5 
34-5 57-2 62.1 25.0 63-0 67.9 
34-0 57-4 62.3 24-5 63-3 68.2 
33-5 57-7 62.5 24-0 63.6 68.5 
33-0 58-0 62.8 23-5 63.9 68.8 
B2ns 58-3 63-0 23-0 64.2 69.1 
32-0 58-5 63-2 22.5 64.5 69.4 
31-5 59-0 63.6 22.0 64.8 69.7 
31.0 59-2 64.0 25) 65.1 70.0 
30.5 59-4 64.2 21.0 65-4 70.3 
30-0 59-9 64.5 20.5 65-7 70-6 
29-5 60.1 64-9 20.0 66.0 70.9 
29.0 60.3 65.1 TOMS 66.3 71.2 
28.5 60.6 65-3 19.0 66.6 91-5 
28.0 Cen) 65-7 18.5 66.9 71.8 
els 61.1 66.0 18.0 67.2 72.1 
27-0 61.5 66.5 17-5 67.5 72-4 
26.5 62.0 67.0 17.0 67.8 7227 
26.0 62.2 67.3 16.5 68.1 73-0 


The Elaidin Test, in the case of pure olive oil, is very distinctive, since 
it yields by far the hardest elaidin of all the common oils, and solidifies 
the most quickly. 

Archbutt + shows the effect on this test of the mixture with olive oil 
of various proportions of rape and cottonseed oil, as follows: 


Kind of Oil. Bese eure for Sond: Consistency. 
Olivevoil reat ee eaaseieisiosseseiee 230 Hard but penetrable 
SEE TSOYA CLO ttalale stalelsloia’= 320 Buttery 
Os eel (ES BEBE S roe From 9 to 114 hours as 
‘ +10%, cottonseed oil. ..-.. ES Our DIR Very soft. 
s6  20% ee ate jate More thani14 “‘ 


* Ann. Rep. Mass. State Bd. of Health, 1899, p. 647. Jour.Soc. Chem. Ind., 1897, p. 447. 
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Cottonseed Oil as an adulterant is best detected by means of the Hal- 
phen or Bechi tests. Its presence in notable quantities increases the 
specific gravity, refractometer reading, and iodine number very materially. 
Its high Maumené figure is also distinctive. 

Peanut Oil, when present to a considerable extent, betrays its presence 
by its peculiar bean-like flavor. Most of the constants of peanut oil 
lie within the limits of olive oil, with the exception of the higher iodine 
number and refractometer-reading. A considerable admixture of peanut 
oil raises the refractometer reading perceptibly over that of pure olive. 
Its presence is best shown positively by tests for arachidic acid (p. 543), 
noting that traces of arachin have been reported in pure olive oil, insuf- 
ficient, however, to interfere with the detection of added peanut oil. 

Sesame Oil differs more particularly from olive in its higher specific 
gravity and iodine and Maumené numbers, and is readily detected by 
distinctive color tests. 

Rape and Mustard Oils are characterized by much lower saponification 
values and higher iodine numbers than olive. They contain erucic acid. 

Corn Oil differs materially from olive in its exceedingly high iodine 
number and refractometer reading. Its specific gravity and saponifica- 
tion numbers are also higher. 

Lard Oil, when present in considerable quantity, is often rendered 
apparent by its characteristic odor on warming. Its low refractometer 
reading and iodine number are also distinctive. 

Poppyseed Oil differs most widely from olive oil in its refractometric 
reading, its high dispersion, and its Maumené number, which in the case 
of poppyseed is 87° and of olive about 42°. 

Cocoanut Oil perceptably raises the solidifying-point. If over 12% 
is present, the sample will become solid when placed in ice water. The 
low iodine number is distinctive. 

Fish Oils, when present, are rendered apparent by reason of their 
strong taste and smell, and by their very high iodine number. Boiling 
with sodium hydroxide develops a peculiar reddish coloration. The 
insoluble bromide test is most decisive. 

Routine Examination of Olive Oil for Adulterants.—First note the 
smell and taste of the sample, and then take the refractometer reading. 
An abnormally high refraction indicates adulteration. Next test for cotton- 
seed oil by the Halphen reaction, for sesame oil by the Baudouin reaction 
or its equivalent, and also apply the Hauchecorne test. Then test for 
arachidic acid (peanut oil) and for erucic acid (cruciferous oils). Finally 
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determine the iodine number and other constants if the qualitative tests 
indicate an admixture; an iodine number as high as go is strong indication 
of adulteration except in the case of California or North African oils. 

The edible oils and adulterants are arranged in order of their relative 
price about as follows: Olive oil, peanut oil, lard oil, sesame oil, poppy- 
seed oil, rape oil, corn oil, cottonseed oil. 


COTTONSEED OIL. 


Source and Preparation.—This oil, largely used as a table oil and as 
substitute for olive oil, is derived from seeds of the various species of the 
cotton plant, Gossipium, of which the most common are G. herbaceum, 
native to Asia, but cultivated extensively in southern Europe and in the 
United States, G. arboreum, in Asia and Africa, and G. barbadense, in the 
West Indies. G. religiosum and hirsutum are varieties of G. herbaceum. 

Cottonseeds contain 5 to 30% of oil according to the variety and are 
a by-product in cotton production. They are dark brown or black, irreg- 
ularly oval, measuring from 5 to 8 mm. greatest diameter. Bombay and 
American upland cottonseed, after ginning, is still woolly, that is, bears 
a considerable coat of fiber, while Egyptian and Sea Island seed are 
naked. In the United States the seed is commonly decorticated before 
pressing although the ground hulls are now commonly added to the ground 
cake or meal. — 

The seeds, whether or not decorticated, are cut into small pieces, 
crushed between rollers, and afterward submitted to hydraulic pressure 
in bags to express the oil, which is clarified by filtration or refined. The 
refining consists in washing the crude oil with sodium hydroxide solution, 
whereby the impurities are dissolved and thus removed. 

Nature and Composition.—Refined cottonseed oil is a pale yellow oil 
of thick consistency, possessing a bland though pleasant taste and odor. 
~ On cooling the oil to a temperature below 12° C. particles of solid 
fat will separate. At about 0° to —5° C. the oil solidifies. With con- 
centrated sulphuric acid, a dark, red-brown color instantly appears. 

For range of constants see pages 528 and 529. 

The solid fatty acids constitute from less than 20 to over 30% of the 
total acids, the lower figure being for winter oils. They consist largely 
of palmitic acid with a small amount of arachidic acid. Stearic acid, if 
present at all, occurs in very small amount. Oleic and linolic acids make up 
the liquid fatty acid, the latter acid constituting, according to Lewkowitsch, 
upward of 30% of the total fatty acids. 
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U. S. Standards.—Cottonseed oil is the oil obtained from the seeds of 
cotton plants and subjected to the usual refining processes; is free from 
rancidity, has a refractive index (25° C.) not less than 1.4700 and not 
exceeding 1.4725; and an iodine number not less than 104 and not 
’ exceeding IIo. 

““Winter-yellow ” cottonseed oil is expressed cottonseed oil from which 
a portion of the stearin has been separated by chilling and pressure, and 
has an iodine number not less than 110 and not exceeding 116. 

Cottonseed Stearin.—This product, used in lard substitutes, is obtamed 
as a by-product in the manufacture of winter-yellow cottonseed oil. It 
is a light yellow fat, resembling butter in consistency. 

Hydrogenated Cottonseed Oil is now often used in place of animal 
or cottonseed stearin as a stiffener for lard. Under various trade names, 
unmixed, it is a popular substitute for lard. 

Bechi’s Silver Nitrate Test—Hehner’s Modification—Two grams of 
silver nitrate are dissolved in 200 cc. of 95% alcohol free from aldehyde, 
4o cc. of ether are added, and the reagent made very slightly acid with 
nitric acid. 

In applying the test, a small quantity of the melted fat or oil is mixed 
in a test-tube with half its volume of the above reagent, and the tube is 
immersed in boiling water for fifteen minutes. With proper precautions 
the presence of cottonseed oil is indicated by a more or less strong reduc- 
tion of the silver, while an oil or fat free from cottonseed oil causes no 
appreciable reduction. 

Certain oils free from cottonseed that have become rancid or decom- 
posed, as well as fats that have been subjected to a high temperature, 
sometimes show a slight reduction with Bechi’s test. In cases of doubt 
it is well to apply the test on the fatty acids as follows: 

Milliaws Modification of Bechi’s Test.*—Heat 20 grams of the sample 
with 30 cc. of alcoholic potash solution (20% potassium hydroxide in 
707% alcohol), shaking at intervals till saponification is complete. Con- 
tinue the heating for some minutes afterward until the alcohol is driven off, 
and dissolve the soap in 250 cc. of hot water. Add a slight excess of 10% 
sulphuric acid, and wash the separated fatty acids three times by decanta- 
tion with water. Then proceed with a portion of the fatty acids as in Bechi’s 
test. 


* Moniteur Scientifique, 1888, 366. 
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The Halphen Test.* is much more delicate and dependable than 
either of the preceding, as little as 2% of cottonseed oil being rendered 
apparent in olive oil. A mixture is made of equal volumes of amy] alcohol 
and carbon bisulphide in which 1% of sulphur has been dissolved. From 
3 to 5 cc. of melted fat are mixed with an equal volume of the above reagent 
in a test-tube, loosely stoppered with cotton, and heated in a bath of boiling 
saturated brine for fifteen minutes. If cottonseed oil is present, a deep- 
red or orange color is produced. In its absence little or no color is de- 
veloped. 

Previous heating of the oil diminishes the delicacy of the Halphen 
test, and Holde and Pelgry ¢ state that if cottonseed oil has been heated 
at 250° C. for ten minutes, it will fail to respond to the test. Fulmer tf finds 
that it is necessary to heat to 265 to 270° to render it wholly inactive to 
the test. Hydrogenation also destroys the constituent that produces the 
color. The influence of feeding hogs cottonseed meal on the reaction 
with the lard is discussed on p. 579. 

Gastaldi § finds that it is the pyridin bases in amyl alcohol that render 
it useful. The test can be made by heating 5 cc. oil, 4 cc. carbon bisul- 
phide containing 1% of sulphur, and 1 drop of pyridin for from 15 minutes 
to one hour in a water-bath. 

Kapok oil, from two species closely related to cotton, also responds to 
the Halphen test, but is a rarity on the American market. 


SESAME OIL. 


Sesame, benne, teel or gingilli oil is pressed from the seeds of common 
sesame (Sesamum Indicum) and black sesame (S. radiatum). ‘These plants 
are native to southern Asia, but are now cultivated in nearly all tropical 
countries. The larger portion of commercial sesame oil is manufactured 
in England, France, Germany, and Austria. 

The seeds are flattened pear-shaped, 2 to 3 mm. long; those of S. 
Indicum are yellow to brown, while those of S. radiatum are dark brown to 
nearly black. They contain 35 to 60% of oil. The seeds are commonly 
subjected to cold pressure once, and afterwards twice pressed when warm, 
thus yielding three grades of oil. 


* Jour. pharm. chim., [6] 6, 1899, p. 390. 

t+ Jour. Soc. Chem. Ind., 18, 1899, p. 711. 

t Jour. Amer. Chem. Soc., 24, 1902, p. 1149. 
§ Chem. Ztg., 35, 1911, p. 688. 
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Sesame oil consists of the glycerides of oleic, stearic, palmitic, and lino- 
lic acids together with phytosterol, sesamin, and sesamol, the latter causing 
the red color in the Baudouin test. It is golden yellow in color, free from 
odor, and possesses a delicate and characteristic flavor, on account of which 
the highest grades are by some considered equal to olive oil as a condiment. 
It is accordingly sold to some extent as an edible oil. It was formerly 
used as an adulterant of olive oil, but has of late years been largely dis- 
placed by cheaper oils for purposes of adulteration. When cooled to 
—3° C., sesame oil congeals to a yellowish-white mass. 

For range of constants see pages 528 and 5209. 

U. S. Standards.—Refractive index (25°) 1.4704 to 1.4717; iodine 
number 103 to 112. 

Adulterants to be looked for in sesame oil are cottonseed, poppyseed, 
corn, and rape oils. 

Tocher’s Test.*—One gram of pyrogallic acid is dissolved in 15 cc. 
of concentrated hydrochloric "acid mixed with 15 cc. of the sample-in a 
separatory funnel. After standing for a minute, the aqueous solution is 
withdrawn and boiled. If sesame oil is present, the solution shows a red 
coloration by transmitted, and a blue by reflected, light. 

Baudouin’s Test.t—Dissolve 0.1 gram of cane sugar in Io cc. of hydro- 
chloric acid (specific gravity 1.20) in a test-tube, and shake thoroughly 
with 20 grams of the oil to be tested for one minute. Then allow the 
mixture to stand. The aqueous solution quickly separates from the oil, 
and in the presence of 1% or more of sesame oil will be colored deep red. 

Certain pure Tunisian and Algerian olive oils have been found to 
cause a slight coloration with this test, but of a different shade from sesame. 
Zega and Todorovic { state that 5 cc. of the colored solution made up to 
25 cc. and shaken loses its color in five to eight minutes, while the colored 
solution in the case of olive oil containing 3% of sesame oil required thirty 
minutes. Moreover, if the test is applied to the fatty acids, no coloration 
in the case of olive oil is produced, while with sesame the color is the same 
as with the oil. 

Villavecchia and Fabris Test.s—This test was suggested on account . 
of the fact that the color reaction in the Baudouin test was attributed to 
the agency of the levulose produced by the inversion of the sugar by 


* Chem. Ztg. Rep., 5, 1891, p. 15. 

} Zeits. angew. Chem., 1892, p. 500. 

t Chem. Ztg., 33, 1909, p. 103. ; 
§ Jour. Soc. Chem. Ind., 1894, pp. 13-69. 
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hydrochloric acid. As furfurol is the chief product of the reaction between 
levulose and hydrochloric acid, it was substituted as follows: Dissolve 2 
grams of furfurol in too cc. of 95% alcohol, and shake o.r cc. of this solu- 
tion in a test-tube with 10 cc. of the oil to be tested and to cc. of hydro- 
chloric acid (specific gravity 1.20) for half a minute. The aqueous 
layer, on settling out, will be colored deep red, if sesame is present. 

Or o.1 cc. of the alcoholic furfurol solution is mixed with to cc. of 
oil and 1 cc. of hydrochloric acid in a separatory funnel, shaken well, 
and the separation aided by the addition of chloroform, which causes 
the aqueous layer, showing color with sesame oil, to float. 

Sesame oil that has become rancid or has been exposed to air for some 
time gives a blue or green color. 


RAPE OIL. 


Rape or colza oil is expressed from the seeds of the Brassica or rape 
plant, of which there are three principal varieties. Brassica napus, B. cam- 
pestris, and B. rapa, one or another of which are cultivated in nearly 
every country of Europe, excepting Greece. Large amounts are also 
grown in India and China. The seeds are small, round grains, from 
2 to 2.5 mm. in diameter, yielding from 35 to 45 per cent of oil. 

In the process of preparation the seeds are first crushed, and the. oil 
removed by pressing or extraction. The crude oil is of a brownish 
yellow color, and when fresh is almost free from taste and smell, so that 
it serves, when cold pressed, as an edible oil, or an adulterant of such 
oils. It develops a disagreeable and peculiar taste and odor on long 
standing, due to the presence of certain albuminous and mucilaginous 
substances which it contains. ‘These may be removed by refining, usually 
by treatment with sulphuric acid, but the refined oil has an unpleasant 
taste and odor. 

The characteristic fatty acids of cruciferous oils (rape, mustard, and 
charlock) are erucic and rapic. Rape oil also contains arachidic acid 
0.36-1.61%, Archbutt). Oleic acid occurs in large amount, saturated 
acids only to the extent of about 1% (Tolman and Munson). ‘The pres- 
‘ence of sulphur, formerly thought to be characteristic of cruciferous oil, 
is accidental. Cruciferous oils properly refined contain none, while other 
oils extracted by carbon bisulphide may contain an appreciable amount. 

Detection.—Rape and other cruciferous oils are said to be used as 
adulterants of edible oils although definite evidence appears to be meagre. 
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They are detected by the presence of erucic acid * as well as by their low 
saponification numbers. The Palas test has been found unreliable. Con- 


stants and variables are given on pages 528 and 529. 


MUSTARD OIL. 


The fixed oil of mustard is a by-product expressed from the seeds of 
black, white, and brown mustard (Brassica nigra, B. alba, and B. Bessert- 
ana) in the process of preparation of mustard flour as a spice. ‘The seeds 
contain 25 to 35% of oil. 

Black mustard oil is brownish yellow in color, having a mild flavor, 
and an odor but slightly suggestive of mustard. White mustard oil is golden 
yellow and has a somewhat sharp taste. 

Mustard oil resembles rape oil in composition, containing glycerides 
of erucic and probably rapic acid and having a low saponification number. 


CHARLOCK OIL. 


Wild mustard, produced in enormous quantities in American grain 
fields, consists of charlock (Brassica arvensis) and brown mustard (B. 
Besseriana) in various proportions (page 476). The following results were 
obtained by Bailey and Burnett f on the oil expressed from the seeds 
of charlock separated from American screenings and shown by botanical 
analysis to be 98 and 99% pure: 


Specific gravity 157/05 esau tee ee eee eee er 0.9221 
Refractive index, 25 eres eee see ene eee 1.4734 
baponifica tion INO Fawa=s wetter: cic re ene 182.9 
lodine-No«(Hanus) 7299, seo ne aeae oa ere I2ber 
Insoluble acids and unsaponifiable...........--. O5=3 
Soluble-acidse: . 52%). Sovatae <6 me Wy oan ee 0.0 
Wean-moL wt. of ins: acide. se a2 anne eee 339-1 
Miquid-acids, per cent) seems a eee ae 89.3 
Liquid ‘acids, iodine INO 2s. «essa eee eee 126.0 
polid: acids) per Cent-aine sa. ae eens eee 20r 
Solid-‘acids,. iodine Nos: Feasts ee Oe ee 


*Tortelli and Fortini, Gaz. chim. ital., 41, I, 1911, p. 173. Biazzo and Vigdorcik 
Ann. chim. appl., 6, 1916, p. 185. 
t Jour. Ind. Chem., 8, 1916, p. 420. 
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The figures for iodine number given in the foregoing table are higher 
than reported by Grimme (102.6), due probably to the freedom of the seed 
from brown mustard and other impurities. Data on the constants of brown 
mustard are lacking owing to the confusion caused by assigning io the 
Russian species or true brown mustard (B. Besseriana) the specific name 
B. juncea which has been shown to belong only to the Indian Species 
known as “rai.” 


CORN OR MAIZE OIL. 


Corn oil is derived from the kernels of Indian corn or maize (Zea Mays) 
which contain from 3 to 7.5% of fat soluble in ether or calculated to the germ, 
as separated from the kernels, from 18 to 30%. Whether the corn is 
designed primarily for the manufacture of mill products, starch, glucose, 
or alcohol the best approved practice at the present time is to separate the 
germs mechanically and from them obtain the oil by pressure. FE. H. S. 
Bailey * states that in the manufacture of starch and glucose the germ 
is removed from the grain after soaking in sulphurous acid, which gives a 
high yield, but induces rancidity in the oil even before extraction, while, by 
the dry process as followed in the corn mills, an oil is obtained which 
requires little refining. Formerly the oil was separated from the vats in 
the distilling industry. 

Nature and Composition.—When obtained from damaged grain or as 
a by-product from the starch, glucose, or distilling industries the unrefined 
oil may be high, both in total and volatile fatty acids, but when prepared 
from sound grain by the dry process it is low in acidity and has an agreeable 
flavor suggestive of the grain. Such oil is well suited for salads and cook- 
ing, also after hydrogenation as an ingredient of butter and lard sub- 
stitutes. The color is a more or less decided yellow. The oil is semi- 
drying. 

The solid fatty acids, amounting to about 7%, (4.55% Hopkins; 7.44% 
Tolman and Munson) consist largely or entirely of palmitic acid.- Stearic 
acid appears to be absent. Two liquid acids are present, linolic (29%) and 
oleic (64%). The amount of unsaponifiable matter is high (1.2-2.9%). 

It is claimed by Hopkins,t by Hoppe-Seyler, and others, that corn oil, 
unlike most vegetable oils, contains cholesterol. Olive oil was long supposed 
to be unique as a vegetable oil in containing this substance. Hopkins, 


on the assumption that cholesterol occurs in corn oil, suggested that a test 
Se ee ee 
*U.S. Dept. Agric. Yearbook, 1916. 
{ Jour. Amer. Chem. Soc., 20, 1898, p. 948. 
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for corn oil as an adulterant of certain vegetable oils lay in the identification 
of cholesterol. 

Gill and Tufts * claim that, while the alcohol of corn oil is not phytos- 
terol, neither is it cholesterol, but a third substance, known as sitosterol,f 
occurring in wheat and rye. 

There are no color reactions identifying corn oil as such. Its pres- 
ence in other oils is indicated only by its influence on the various con- 
stants, the iodine number and refractometric reading especially being 
much higher than those of other edible oils. For range of constants and 
variables see tables pages 528 and 529. 


PEANUT OIL. 


Peanut or arachis oil is obtained from the seeds of the Arachis hypo- 
g@a (peanut, ground nut, or earth nut) cultivated in most tropical coun- 
tries, notably in South America, China, India, and Japan. The plant 
is a creeping herb, developing its blossoms in the axes of the leaves. The 
flower buds grow down into the earth, where the fruit is ripened, forming 
the well-known peanuts of commerce. The shelled nut contains nearly 
50% of fat. 

The oil is extracted by pressure, the first cold-drawn oil being practically 
colorless, and possessing a pleasant taste suggestive of kidney beans. It 
is especially adapted for use as a salad or table oil. A second pressure of 
the moistened residue from the first yields an inferior oil, yellowish in color, 
also somewhat used for edible purposes, and sometimes commercially 
called “‘butterine oil.” 

Composition.—The insoluble fatty acids consist chiefly of arachidic 
and lignoceric acids which together form about 5%. Stearic and palmitic 
acids, if present at all, are in small amount. The chief liquid fatty acid 
is oleic. Linolic (6%) is also present. The presence of hypogeic acid is 
in dispute. 

U. S. Standards.—Refractive index (25°) 1.4690 to 1.4707; iodine 
number 87 to Ico. 2 

Adulterants of peanut oil are cottonseed, poppyseed, rape, and sesame 
oils. It was itself formerly used to a considerable extent as an adulterant 
of French and Italian olive oils but now ranks as a substitute. 


2 Iibidswes sLoog. paresis 
} Burian, Monatsh. Chem., 18, 1897, p. «st. 
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Detection.—Peanut oil, when pure or nearly pure, may as a rule be 
readily distinguished from other common oils by its constants (pages 528 
and 529), the presence of arachidic acid, and negative reactions with color 
tests. When present in olive oil chief dependence for its detection must be 
placed on the Renard test for arachidic acid, especially in its modified 
forms or on the Bellier test. 

The Renard Test * has long been in use for detecting and estimating 
peanut oil in mixtures. In its original form this test did not give entirely 
satisfactory results, and earlier led to some erroneous conclusions. In 
recent years, however, it has been so modified and improved as to be 
capable of quite positive results when carefully carried out. While 
arachin is said to occur in minute traces in olive oil, its presence is not 
sufficiently marked to interfere with the use of the Renard method in 
detecting any decided admixture of peanut oil. 

Tolman Modification.|—Saponify 20 grams of the sample in a 250-cc. 
Erlenmeyer flask with 200 cc. of a solution of 40 grams of potassium 
hydroxide in 1 liter of 95% redistilled alcohol. Neutralize with dilute 
acetic acid, using phenolphthalein as an indicator, and wash into a 500-cc. 
flask containing a boiling mixture of too cc. water and 120 cc. 20% 
solution of lead acetate. 

Boil for a minute and cool the contents of the flask by immersing 
in cold, or, preferably, ice water, whirling the flask occasionally so that 
the soap when cold adheres to the sides of the flask. The water and 
excess of lead acetate can then be poured out, leaving the soap in the 
flask. Wash by shaking and decantation, first with cold water and 
' then with 90% alcohol. Add. 200 cc. of ether, cork the flask, and allow 
to stand with occasional shaking till the soap is disintegrated after which, 
boil on a water-bath under a reflux condenser for five minutes. Cool 
the soap solution down to a temperature between 15° and 17°, and allow 
it to stand for about twelve hours. 

Filter and thoroughly wash the precipitate with ether, after which the 
soap in the filter is washed back into the original flask with a stream of 
hot water acidulated with hydrochloric acid. 

Add an excess of dilute hydrochloric acid, partially fill the flask with 
hot water, and heat until fatty acids form a clear oily layer. Fill the flask 
with hot water, allow the fatty acids to harden and separate from the © 


ee ee 


* Compt. rend., 73, 1871, Pp. 1330. 
t U. S. Dept. of Agric. Bur. of Chem., Bul. 65, 1902, p. 33. 
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precipitated lead chloride, wash, drain, repeat washing with hot water, 
and dissolve the fatty acids in 100 cc. of boiling 90% by volume alcohol. 
Cool to 15° C., shaking thoroughly to aid crystallization. 

From 5 to 10% of peanut oil can be detected by this method, as it 
effects a complete separation of the soluble acids from the insoluble, which 
interfere with the crystallization of the arachidic acid. Filter, wash the 
precipitate twice with 10 cc. of 90% alcohol, and then with 70% alcohol. 
Finally dissolve off the precipitate with boiling absolute alcohol, evapo- 
rate to dryness in a tared dish, dry and weigh. To the weight add 0.0025 
gram for each ro cc. of 90% alcohol used in the crystallization and wash- 
ing, if done at 15° C., and 0.0045 gram for each to cc. if done at 20°. The 
approximate amount of peanut oil is found by multiplying the weight 
of arachidic acid by 20. 

Arachidic acid crystals thus obtained should be examined microscop- 
ically. The melting-point should lie between 71° and 72° C, 

W. B. Smith* found that recrystallization is essential for the detec- 
tion of peanut oil in solid fats. 

The Kerr Modification.t—Heat to boiling 20 grams of the sample 
with 200 cc. of 95% ethyl alcohol, add while boiling 10 cc. of potassium 
hydroxide solution (Ico grams in Ioo cc. of water), and when saponifica- 
tion is complete neutralize with a solution of glacial acetic acid in 95% 
alcohol (1 : 3). Add 50 cc. of magnesium acetate solution (10 grams of 

-the salt in 100 cc. of water and too cc. of 95% alcohol) and heat again to 
boiling. Cool to room temperature with occasional shaking and keep in a 
refrigerator at 10° to 15°C. over night, filter, wash the precipitate twice 
with 50% alcohol, and three times with water, then return to the saponi- 
fication flask. Add too cc. of hot distilled water and sufficient sulphuric 
acid (1 : 3) to decompose the magnesium salts. Heat until the separated 
acids form a clear layer, cool until they solidify, and pour off the acid solu- 
tion. Add to the fatty acids roo cc. of hot water and when they have melted, 
cool and decant off the liquid as before. Drain, dissolve in 100 cc. of 90% 
(by volume) alcohol, and crystallize as in the Tolman modification. 

Methods of J. Bellier.{—Qualitative Test.—Saponify 1 gram of the 
oil with 5 cc. of an alcoholic potash solution containing 85 grams potas- 
sium hydroxide per liter of strong alcohol, conducting the saponification 
in a small Erlenmeyer flask on the water-bath. After saponification, 


* Jour. Amer. Chem. Soc., 29, 1907, p- 1756. 
} Jour. Ind. Eng. Chem., 8, 1916, p- 904. 
} Ann. chim. anal,. 1899, 4, p. 40. 
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boil for two minutes, neutralize with dilute acetic acid, using phenolphtha- 
lein as an indicator, and cool by setting the flask in water at a temperature 
of from 17° to 19°. After a short time, a precipitate nearly always comes 
down. Then add to the solution 50 cc. of 70% alcohol, containing 1% 
by volume of strong hydrochloric acid (specific gravity 1.20). Cork the 
flask, shake vigorously, and again cool by setting the flask in the above 
cooling-bath. In the absence of a precipitate, the oil may be pronounced 
free from peanut. If 10% or more of peanut oil is present, a more or less 
characteristic precipitate forms, and often with less than 10% a cloudiness 
in the solution is perceptible after standing between 17° and 19° for half in 
hour. Pure olive oil remains perfectly clear as a rule. 

A few varieties of olive oil from Tunis especially high in solid fat 
acids, as well as cottonseed oil and sesame oil, give similar turbidity on 
the addition of the 70% alcohol. To distinguish between these oils and 
peanut oil, heat the mixture on the water-bath till complete solution 
takes place, and again cool to 17° to 19°. In the case of peanut oil the 
cloudiness or precipitate again occurs to the same extent as before, while 
in the other cases the solution should remain clear or nearly so. 

Quantitative Determination.—Saponify 5 grams of the oil with 25 cc. 
of the above alcoholic potash solution in a 250-cc. Erlenmeyer flask, 
neutralize exactly with acetic acid, and cool quickly in water. After 
standing an hour, pour upon a o-cc. filter and wash the precipitate with 
70% alcohol containing 18% by volume of hydrochloric acid, the tem- 
perature of the solution being not Jess than 16° nor more than 20°. Con- 
tinue the washing till the wash water no longer shows turbidity when 
diluted with water. 

Dissolve the precipitate in 25 to 30 cc. of hot 95% alcohol, dilute with 
water until the alcohol is 70%, let stand in water at 20°, filter, wash with 
“0% alcohol, dry at 100°, and weigh. 

Bellier states that he has recognized with certainty as small an admix- 
ture as 2% of peanut oil by this method. 


SOY OIL. 


This oil, prepared from the seed of Soja hispida, is of comparatively 
recent introduction in the Occident, although long extensively used in China 
and Japan both for food and technical purposes. 

The seed contains about 20% of a semi-drying oil of which somewhat 
more than half is expressed by the methods employed. Extraction yields 
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a larger amount but is practiced chiefly with damaged beans the cake of 
which is not suited for cattle food. The edible oil is commonly filtered 
through fuller’s earth. 

Composition.—Matthes and Dahl * have reported in soy oil 15% of 
palmitic acid and 80% of liquid fatty acids, the latter consisting of 567% 
of oleic acid, 19% of linolic acid, and 5% of linolenic acid, calculated in 
percentage of the oil. Because of the presence of linolenic acid, the oil 
responds to the hexabromide test. 

Keimatzu ¢ found 12% of saturated fatty acids and 80% of unsatu- 
rated fatty acids, about half of the latter consisting of an isomer of linolic 
acid, the remaining half containing linolic and oleic acids. The same 
author isolated phytosterol, but could not find a trace of stigmasterol, which 
Matthes and Dahle claim is present. 

Detection.— Quite widely different constants for soy oil have been 
reported indicating that the product is far from uniform, due to the pro- 
cess employed and other causes. The iodine number is higher than that 
of most edible oils, approaching that of linseed. 

Washburn { has determined the values for 202 samples prepared. by 
him by hot pressure (or in a few cases by carbon tetrachloride extraction) 
from soy beans grown in various states representing 45 varieties, the range 
being as follows: 


Specific Gravity | Refractive Index Saponification Todine 


EN si (CS at, 25°.C. No. No. (Hanus). 
Maximum. . wet. 0.9310 I.4750 10724 I41I.9 
Mininrum= sae 0.9207 I.4710 I9o.1I II5.5 


The range of values by all observers appears on pages 528 and 520. 

Settimi Test.s—The following color test has been proposed: Shake 
vigorously so as to form a thorough emulsion 5 cc. of the oil with 2 cc. of 
chloroform and 3 cc. of 2% aqueous uranium nitrate solution. With 
soy oil the color is intense lemon yellow, with peanut, sesame, and corn 
oil, white, and with olive oil, slightly green. Certain olive oils give a 


slight yellowish color but do not give the seed oil reactions which soy does 
in a marked degree. 


* Arch. Pharm., 249, rorr, p. 424. 

} Chem. Ztg., 35, ror1, p. 839. 

} N. Dak. Agr. Exp. Sta. Bul., 118, 1916. 
§ Gior. farm. chim., 61, p. 4os. 
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LINSEED OIL. 


Brief mention should be made of linseed oil. Although not usually 
classed with edible fats, the oil is used in pharmacy and the cake, either 
old process (pressed) or new process (extracted) is a valuable cattle food. 

Linseed oil is a typical drying oil with a high iodine number, being com- 
posed chiefly of the unsaturated acids, linolenic, linolic and oleic, named 
in the order of the amount present (Fahrion). Constants are given on 
pages 528 and 529. 


POPPYSEED OIL. 


This oil is obtained from the seeds of the opium poppy (Papaver 
somniferum), native in the countries east of the Mediterranean, and cul- 
tivated extensively for opium and for oil in all parts of Europe, Asiatic 
Turkey, Persia, Egypt, India, and China. Most of the oil of commerce 
comes from France and Germany. 

There are two-chief varieties of poppy, the black (P. nigrum) and 
the white (P. album), the finest oil being produced from the white. The 
seeds are somewhat flattened in form and kidney-shaped, containing from 
40% to 50% of oil. 

The oil is obtained by crushing the seeds and applying pressure. 
The best grade of cold-drawn oil is pale yellow in color, possessing a 
pleasant taste when fresh, and being practically free from odor. Lower 
grades shade into deeper yellow and even reddish color, possessing a 
strong taste and odor. 

Poppyseed oil is much used in Europe as a table oil, and does not readily 
turn rancid. It has been used to some extent as an adulterant of olive oil. 
and is itself not infrequently adulterated with sesame oil. 

Composition.—The solid fatty acids (6.67 Tolman and Munson) consist 
presumably of palmitic and stearic acids. The liquid acids according to 
Nazura and Griissner are composed of 65% linolic acid, 30% oleic acid, 
and 5% linolenic acid. 

Detection.—The refraction and iodine number are high as they are also 
in soy bean and sunflower oils (pp. 528 and 529). 


SUNFLOWER OIL. 


Sunflower oil is derived from the seed kernels of the plant of the 
same name (Helianthus annuus), originally grown in Mexico, but now 
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cultivated most extensively on a commerical scale in southern Russia, 
Hungary, and the Orient. 

The whole seed, or rather dry fruit, has, according to S. M. Babcock * 
the following composition: 


Air-dry. Dried. 
Watersna. aides ceemntert.l. 12.68 
Jat the BEG Gra cnoje ACEO One 3.00 3.43 
Albuminoids (N X6.25).. 15.88 18.19 
(Crudemhiberseree ee XQ), Pi 33-45 
Nitrogen-free extract.... 18.71 21.43 
Fat (ether extract)..... 20.52 23.50 

100.00 100.00 


The decorticated seed contains as high as 50% or more of oil. 

In preparing the oil the decorticated seed is crushed and subjected to 
either hot or cold pressure. 

Sunflower oil is pale yellow in color, has a mild, pleasant taste, and 
is nearly free from odor. The cold-drawn oil is the variety most used for 
edible and culinary purposes in Russia, and in Europe as an adulterant 
of olive oil. 

Composition.—The liquid fatty acids of sunflower oil consist for the 
most part of linolic, but little oleic acid being found. The constants as 
given on pages 528 and 529 show that the oil resembles soy bean and 
poppyseed oils. 


ROSIN OIL. 


Rosin oil is prepared by the distillation of common rosin, and is an 
alleged adulterant of olive oil. 

Lieberman-Storch Test.—Shake 1 to 2 cc. of the sample with acetic 
anhydride while warming. Cool, remove the anhydride by a pipette, and 
add a drop of sulphuric acid (specific gravity 1.53). Rosin oil gives a fugi- 
tive-violet color.t+ 

Cholesterol also responds to this color reaction. 

Renard’s Test for Rosin Oil.—Prepare a solution of stannic bromide 
by allowing dry bromine to fall drop by drop upon tin in a dry, cool flask, 
and dissolving the product in carbon bisulphide. 


* The Sunflower Plant, its Cultivation, Composition, and Uses. U.S. Dept. of Agric., 
Div. of Chem., Bul. 60, p. 18. 


} U.S. Dept. of Agric., Bur. of Chem., Bul. 65, p. 32. 
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Add a drop of this reagent to 1 cc. of the oil. In presence of rosin 
oil a violet color will be produced. 

Polarization Test for Rosin Oil.*—The oil is dissolved in definite 
proportion in petroleum ether, and polarized in a 200-mm. tube. Rosin 
oil polarizes from +30 to +40 on the cane sugar scale, while other oils 
have a reading between +1 and —1. 


COCOANUT OIL. 


Cocoanut oil is the fat expressed from the kernels of the cocoanut 
or fruit of the cocoa palm (Cocos nucifera), indigenous to the South Sea 
Islands and to the East-Indian archipelago, but grown in many tropical 
countries. 

The oil is prepared from either the fresh or dried kernels (copra). 
The method employed in India, Ceylon, and Cochin depends on pounding 
the fresh kernels, boiling with water, and skimming off the fat. The fat 
is obtained from copra by pressing either in the country of origin or in 
Europe or America. 

While formerly cocoanut oil was used in the Occident chiefly for soap 
making or in pharmacy, since the beginning of the Great War it has come 
into very extensive use in the manufacture of vegetable or nut butter. 

Nature and Composition.—Cold drawn Malabar oil is of a greenish 
color and is used chiefly by the natives as food. Edible cocoanut oil of 
commerce is white with a mild taste and characteristic odor. Formerly 
it was regarded as specially prone to become acid and rancid, but it is now 
known that if properly made from sound material the fat has good keeping 
qualities. 

Cocoanut and palm kernel oils are characterized by their high content 
of lauric and myristic acids and consequent high Polenske numbers. They 
also contain considerable amounts of caproic, caprylic, and capric acids 
(but no butyric acid), hence the higher Reichert-Meisl numbers than other 
oils and fats excepting butter fat. 

Detection.—The constants most valuable in the detection of cocoanut 
oil in addition to the Reichert-Meissl and Polenske numbers, are the 
saponification number, and the iodine number as shown in the table on 
pp. 528 and 529. The iodine number (8-9.5) is strikingly low, although 
oil from the rind, according to Richardson,f runs as high as 4o. 


* U.S. Dept. of Agric., Bur. of Chem., Bul. 65, p. 32. 
+ Jour. Ind. Eng. Chem., 3, 1911, p. 574. 
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According to Andés,* crystals of cocoanut oil appear under the micro- 
scope as a thick network of long needles. Hinks f distinguishes cocoanut 
oil from butter fat by the needle-shaped crystals which separate out from 
alcohol. 


PALM KERNEL OIL. 


This oil, also known as palm nut oil, is pressed from the dried endo- 
sperm of the seed of El@is Guineensis and is radically different from palm 
oil which is prepared from the fruit pulp. The tree is indigenous to 
West Africa where natives gather the fruit in large quantities and separate 
the endosperm from the shell by hand. The oil was formerly expressed at 
Marseilles but more recently the industry has been confined chiefly to 
Hamburg. 

Palm kernel oil resembles closely cocoanut oil in physical and chemical 
properties and serves the same purposes. The better grades are used in 
butter and lard substitutes while the inferior grades are made into soap. 

Palm oil is not classed with the edible fats although being of a deep 
orange color it has been added to butter substitutes for coloring (p. 565). 


COCOA (CACAO) BUTTER. 


This preparation is a by-product in the manufacture of cocoa, being 
removed by pressure from the crushed and ground cocoa nibs. The fat 
in cocoa beans usually is over 50%. The expressed fat is yellowish white, 
extremely hard, has a pleasant taste and an odor suggestive of chocolate. 
It keeps a long time without turning rancid. In composition it consists 
of the glycerides of stearic, palmitic, and oleic acids, with small amounts 
of the glycerides of arachidic and linolic acids. 

It is in demand for pharmaceutical purposes and for adding to the choco- 
late used in coating candies. 

It is subject to adulteration with paraffin, tallow, stearins, hydrogenated 
oils, and various tropical fats. 


TALLOW. 


The rendered fats of various animals, especially the cow and sheep, 
constitute what is generally known as tallow. The untreated fatty tissues 
are more properly known as suet, the tallow being the clear fat separated 
entirely by heat from the cellular material. 


* Vegetable Fats and Oils, London, 1897. 
T Analyst, 32, 1907, p. 160. 
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Tallow consists almost entirely of olein, palmitin, and stearin. Mutton 
tallow is usually, but not always, harder than beef tallow. 

Excepting in the manufacture of material for oleomargarine, wherein 
the heart and caul fats of beef are almost exclusively used, the fats from 
different parts of the animal are not, as a rule, separated. 

Fresh tallow has very little free fatty acid, but when it becomes rancid, 
the fat contains sometimes as high as 12% of free acid, reckoned as oleic. 

Tallow is of chief interest to the food analyst in connection with its 
use as an adulterant of lard. 


BUTTER. 


Nature and Composition.—Butter is the product obtained by the 
churning of cream or milk, whereby the fat particles are caused to adhere 
together into a compact mass, inclosing a certain portion of the casein, the 
excess of milk serum being subsequently largely removed by washing and 
mechanical working. 

Butter Fat is of extremely complex composition, containing a larger 
variety of glycerides than any other fat. Besides the glycerides of oleic, 
palmitic, and stearic acids, the usual glycerides of the insoluble or fixed 
fatty acids found in most fats, butter contains notable quantities of the 
glycerides of a number of the volatile fatty acids, chief among which are 
butyric, caproic, capric, caprylic, lauric and myristic, to which are due 
in part its distinctive taste, and which by exposure to light and air readily 
become decomposed into the free acids. 

The process of separation of butter fat into its component glycerides 
is a matter of extreme difficulty, and results obtained by different chemists 
vary widely. Separation has been attempted by fractional distillation, 

by methods depending on the difference in chemical affinity of the various 
acids, and on the difference in solubility of the various lower homologues 
in water at different temperatures. 

According to Browne,* the composition of butter fat is as shown in 
table on page 552. Holland, Reed and Buckley by their improved 
method find 7% to 22% of stearic acid. 

The fatty acids are not all combined as simple triglycerides. Amberger,t 
for example, has isolated palmito-distearin and stearo-dipalmitin. 


* Jour. Amer. Chem. Soc., 21, 1899, pp. 612, 807 and 975 
f Jour. Agric. Res., 6, 1116, p. rot. 
t Zeits. Unters. Nahr. Genussm., 26, 1913, p. 3802. 
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Acid. Fatty Acids. | puduivalen’ 
Wioxystearicemeerce eee eee 1.00 1.04 
Oleic Sacre romeo 32550 33.95 
SteariGrscmatirypacae sero 1.83 1.91 
Palimiticaamnrncre cvetacesaeks 38.61 40.51 
Miy:risticseercretebore steer) ous 9.89 10.44 
TPAC Peete Roc navey ors stereo vas 2.57 on7 3 
Capricher Ges ck ane ee eae 0.32 0.34 
Caprylicite.c2. ose ectecee: 0.49 0.53 
(Caproleeiie tenets cists cre eres 2.09 2>32 
BUCY TIC coterctetsyetnotaietes eve te roir: 5.45 6.23 

Lotalacersac ot viele seats 04.75 100.00 


The constants and variables of butter fat are given on pp. 528 and 
529. 

Effects of Feeding Oil Cakes on the Composition of Butter.—Experi- 
ments have shown that the substance which causes cottonseed oil to 
respond to the Halphen test may pass into the milk fat on feeding cows 
with cottonseed cake, but the substance that gives the Baudouin reaction 
is never carried into the milk on feeding with sesame cake. A number 
of investigators have found that feeding with cocoanut cake raises some- 
what the Polenske number of the milk fat. There is good evidence, 
however, that, while the addition of vegetable oils to butter introduces 
phytosterol, as detected by Bomer’s phytosterol acetate test, this substance 
can not be introduced into the milk fat by feeding. These facts should 
be borne in mind in the examination of butter for foreign fats. 


ANALYSIS OF BUTTER. 


METHODS OF PROXIMATE ANALYSIS.—Drawing the Sample.— Butter 
is particularly difficult to sample owing to the uneven distribution of water 
and salt. If in bulk, as in a creamery previous to packing, or in tubs, 
remove a considerable number of cores with a’butter trier to a quart or two- 
pint jar. If in bricks divide a number into quarters by cutting through the 
middle in two directions at right angles to the surface and take one quarter 
of each for the composite sample. 


Guthrie and Ross * have reported results which illustrate the difficulties 


* Cornell Agr. Exp. Sta. Bul. 336, 1913. 
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of sampling. Of 51 packages from different sources 9 showed for adjacent 
samples drawn with a trier differences of moisture over 1% and 19 between 
o.5 and 1%. ‘They conclude that the exact composition can only be 
reached by the analysis of a sample made up of many portions taken from 
different parts of the package. 

Preparation of the Sample.—Wiley Method.*—Close the jar and heat at 
about 40° C. in water or in a hot closet until thoroughly melted, taking care 
that no lumps remain. Cool under the tap with continual shaking until 
thoroughly congealed. The sample should be kept in a cold place till 
analyzed. 

Determination of Water.—Gravimetric Method.—Dry 2 grams of the 
sample to constant weight in a flat-bottomed metal dish heated in a boiling 
‘water-oven. 

Patrick's Rapid Method.t—This method is especially suited for the 
use of dairymen, inspectors and others not provided with laboratory 
facilities. 

Ten grams of the thoroughly mixed butter are weighed into a 250-cc. 
aluminium beaker, which, together with a glass rod has been previously 
tared, and boiled over (but not in) the flame of an alcohol lamp provided 
with a conical asbestos chimney, holding the beaker by means of a wire 
clamp in a nearly horizontal position to avoid loss from spattering or 
foaming, and whirling constantly to prevent overheating. The rod 
serves to break up lumps of curd which form, thus facilitating the drying. 
The heating should be so conducted as to avoid any considerable dis- 
coloration of the curd. With suitable heating the water may be removed 
in less than 15 minutes, after which the beaker is cooled in water and 
weighed. A balance sensitive to 1o milligrams, such as is used in weighing 
cream for testing by the Babcock method, is sufficiently accurate for weigh- 
ing the butter. 

Gray’s Method.{—1. The Special Apparatus, for this method, shown in 
Fig. 100, consists of a flask (A) connected by a close-fitting rubber stopper 
(B) with a graduated tube (C), and this in turn with a condenser jacket 
(E) by a rubber stopper (D). The tube C is closed by a glass stopper, the 
zero mark being the end of the stopper. Each mark of the graduation 
represents 0.02 cc. or, when 10 grams of butter are used, 0.2%. 


*Proc. Aw. A Cs 1887. 
+ Jour. Amer. Chem. Soc., 28, 1906, p. 1611; 29, 1907, p. 1126. 
{U.S Dept. of Agric., Bur. of Animal Ind., Circ. 100. 


554 FOOD INSPECTION AND ANALYSIS. 


2. Provess.—Weigh to grams of the well mixed butter on a piece of 

parchment paper 13 cm. square, 
3 introduce into the flask, and add 
6 cc. of a mixture of 5 parts of 
amyl acetate and 1 part of amyl 
valerianate, free from water-soluble 
impurities. Connect the apparatus 
as shown in Fig. too, fill the con- 
denser jacket with cool water to 


—_—-— 
~-- 


mee ee we ee ee a ww en ee eo = oF =u 


funfinni] 


densation of the steam in the 
graduated part of the tube C, and 
do not allow the steam to get higher 
than the 15% mark. In case of 
continued foaming, allow the mix- 
ture to cool, add 2 cc. of the amyl 
reagent, and continue heating. 
After the water in the sample has 
boiled out, the temperature rises 
and the amyl reagent boils, driving 
the last traces of water and water- 
vapor from the flask and bottom 
of the stopper. Some of the amyl 
reagent is carried into the tube C 
with the steam, and some is boiled 
over after the water has been 
driven off. This amyl reagent in 
the tube is no disadvantage. 
When the mixture in the flask 
becomes a brown color and all 
the crackling noises in boiling 
cease, which usually requires 5 to 


8 minutes, itis safe to conclude 
that all water has been driven from’ the flask. 


Disconnect the flask A from the stopper B, place the glass stopper F 


5 aaa = 

3 a, E within 2.5 cm. of the top, and re- 

q Ake z move the glass stopper Ff. Heat 

: X38 = the flask over a Bunsen burner, 

: eee = thus melting the butter and boil- 
Ee Ae ing the water. Watch the con- 
YAS |= 


Fic. 1o0.—Gray’s Apparatus for the Rapid 
Determination of Water in Butter. 


OILS AND FATS, 555 


in the tube C, giving it a turn to insure its being held firmly; invert the 
tube C, first being sure that the mouth of the small tube inside the bulb 
is held upwards, pour the water from the condensing jacket E, and remove 
the jacket. When the tube C is inverted, the water and reagent flow 
into the graduated part of the tube. To separate these and to get the 
last traces of water down into the graduated part, the tube C is held with 
the bulb in the palm of the hand, and the stoppered end away from the 
body, raised to a horizontal position, and swung at arm’s length sharply 
downward to the side. This is repeated a number of times until the 
dividing line between the water and reagent is very distinct, and no reagent 
can be seen with the water or vice versa. The tube should then be held 
a short time with the stoppered end downward, and the amy] reagent in 
the bulb agitated in order to rinse down any adhering water. 

The reading should not be taken until the tube and contents have cooled 
so little warmth is felt. When ro grams of butter are used, the percentage 
is read directly at the lower meniscus. 

With butter very low in moisture it may be desirable to use 15 grams, 
and with butter very high, 5 grams. 

Fat.—This may be determined either directly or indirectly. For 
the direct determination, a weighed amount of the sample, from 2 to 3 
grams, is first dried at 100° in sand or asbestos, contained in a thin and 
fragile round-bottomed evaporating-shell (Hoffmeister’s Schalchen). If 
desired, the moisture may be determined in this connection by loss in 
weight after drying. The shell is afterwards inclosed in a piece of fat-free 
filter-paper, and crushed in pieces between the fingers in such a manner 
as to avoid loss. The pieces are gathered in a mass, and folded together 
in the filter-paper to form a packet of a size readily transferable to a 
Soxhlet extractor, in which the fat is removed in the usual manner and 
weighed, after drying, in a tared flask. 

Or, the fat may be indirectly determined by subtracting the sum of 
the water, casein, and ash from Ioo. 

Casein.—Wiley Method.*—The residue from the gravimetric deter- 
mination of water is stirred with petroleum ether until the fat is dissolved 
and transferred to a tared Gooch crucible. After thorough washing with 
petroleum ether, the crucible is dried at 100°, cooled, and weighed, thus 
obtaining the casein and ash. The loss on ignition at a dull red heat 
represents the casein. 


* Proc. A. O. A. C., 1887. 
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If desired, nitrogen may be determined in the residue after removal of 
the fat with petroleum ether, and casein calculated from the nitrogen, 
using the factor 6.37. 

Ash.—The residue left on the Gooch crucible after ignition, obtained 
as described in the preceding section is the ash. It consists largely of 
salt, which may be calculated from the percentage of chlorine determined 
by titration. 

Milk Sugar and Lactic Acid compose most of the undetermined matter 
remaining after deducting from the total solids the sum of the fat, casein, 
and ash. Determine milk sugar, if desired, in an aqueous extract of the 
butter by Fehling’s solution. 

Determination of Salt.—In a tared dish or beaker weigh out about 
5 grams of butter, taking a gram or so at a time from different parts of 
the sample. Add hot water to the weighed part, and after it has melted, 
the contents of the dish are poured into a separatory funnel, shaken and 
allowed to stand till the fat collects at the top, after which the underlying 
aqueous solution is drawn off into an Erlenmeyer flask, leaving the fat 
in the funnel bulb. Hot water is again added, and from ten to fifteen 
extractions are made, using about 20 cc. of water each time, all the water 
being collected in the Erlenmeyer flask. 

A few drops of a solution of potassium chromate are then added for 
an indicator, and the sodium chloride volumetrically determined by a 
standard silver nitrate solution. 

Salted butter contains from 0.5 to 6% of salt. 

U. S. Standard Butter is butter containing not less than 82.5% of 
butter fat. By acts of Congress approved August 2, 1886, and May 9, 
1902, butter may also contain added coloring matter. 

DETECTION OF FOREIGN FAT.—Preparation of Fat Sample.—The 
butter fat is best obtained by filtering when hot, the sample being melted 
in a beaker on the water-bath. The water, with the curd and salt, will 
settle to the bottom. The clear fat is then filtered at a temperature not 
exceeding 50° C. and subjected to such examination as may be desired to. 
determine its purity. 

Examination of the Fat.—This is discussed in detail under the head 
of Distinction of Oleomargarine from Butter, pages 567-571. 

U. S. Standard Butter Fat has a Reichert-Meissl number not less 


ce) 


than 24 and a specific gravity not less than 0.905 at ee Cc. 
40 


DETECTION OF PROCESS BUTTER.—See pages 571-576. 
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ARTIFICIAL COLORING MATTER IN BUTTER.—Formerly carrot juice 
and annatto were used almost entirely as butter colors. The carrot fur- 
nished to the farmer a ready means of coloring his dairy butter, and its use 
was long in vogue for this purpose, before the commercial butter colors were 
available. Other vegetable colors, such as turmeric, marigold, saffron, and 
safflower, are said to have been used for this purpose, but, with the possible 
exception of turmeric, the writer is not aware of authentic cases in which 
they have been found in recent years. While annatto as a butter color 
is still in use, it is rapidly giving place to various oil-soluble, azo coal- 
tar colors, which are admirably adapted to the purpose. Butter colors 
are now put on the market in solution in oil, usually cottonseed in this 
country and sesame in Europe. 

Detection.—Martin * devised a general scheme applicable for the 
detection of various colors in butter. His reagent consists of a mixture of 2 
parts of carbon bisulphide with 15 parts of ethyl or methyl alcohol. 25 cc. 
of this solution are shaken with about 5 grams of the butter to be tested, 
and, after standing for some minutes, the mixture separates into two 
layers, of which the lower consists of the fat in solution in the carbon 
bisulphide, while the upper is the alcohol, which dissolves out and is colored 
by the artificial dye employed. If saffron is present, the alcoholic extract 
will be colored green by nitric acid and red by hydrochloric acid and sugar. 

Coal-tar dyes, if present, may be fixed on silk or wool by boiling bits 
of the fiber in the alcoholic extract, diluted with water and acidulated 
with hydrochloric acid. 

Turmeric is to be suspected, if ammonia turns the alcoholic extract 
brown; marigold, if silver nitrate turns it black, and annatto, if on evapo- 
rating the alcoholic solution to dryness and applying to the residue a drop 
of concentrated sulphuric acid, a greenish-blue coloration is produced. 

Turmeric is further tested for in the residue from the alcoholic extract 
as above obtained, by boiling the residue in a few cubic centimeters of 
a dilute solution of boric acid (or a solution of borax acidulated with 
hydrochloric acid), and soaking a strip of filter-paper therein. On drying 
the paper, if it assumes a cherry-red color, turning dark olive by dilute 
alkali, the presence of turmeric is assured. 

Test for Carotin.—This substance, the chief coloring matter of the 
carrot root and according to Palmer and Eckles f of butter, does not impart 


* Analyst, 1, p. 70. 
{ Jour. Biol. Chem., 16, 1914, p. 191. 
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its color to the alcohol layer in Martin’s test. Moore * has pointed out 
this exception and shown that with only carotin present the alcohol layer 
in Martin’s test remains colorless. If, however, a drop of very dilute 
ferric chloride is added and the test-tube shaken, the alcohol will gradually 
absorb the yellow color from the butter. Care must be taken to avoid an 
excess of ferric chloride, as very little of this reagent will suffice. 

Palmer and Thrum ¢ employ a small crystal of ferric chloride instead 
of the solution and add it to the hot fat after separation from the alcohol 
layer. If the crystal is of the right size the yellow color of carotin is re- 
placed by the green color of ferrous chloride which in turn is removed by 
shaking with to cc. of methyl or 95% ethyl alcohol, leaving the fat colorless. 

Detection of Annatto.—Treat 2 or 3 grams of the melted and filtered 
fat (freed from salt and water) with warm, dilute sodium hydroxide. 
After stirring, pour the mixture while warm upon a wet filter, using to 
advantage a hot funnel. If annatto is present, the filter will absorb the 
color, so that, when the fat is washed off by a gentle stream of water, the 
paper will be dyed straw color. It is well to pass the warm alkaline filtrate 
two or three times through the fat on the filter to msure removal of the 
color. 

If, after drying the filter, the color turns pink on application of a drop 
of stannous chloride solution, annatto is assured. 

Detection of Coal-tar Colors in Butter.—Geisler’s Method.t—A few 
drops of the clarified fat are spread out on a porcelain surface and a pinch 
of fullers’ earth added. In the presence of various azo-colors, a pink 
to violet-red coloration will be produced in a few minutes. Some varieties 
of fullers’ earth react much more readily with the azo-dyes than do others. 
In fact some do not respond at all. When once a satisfactory sample of 
this reagent is obtained, a large stock should be secured of the same variety. 

Low’s Method.s—A small amount of material to be tested is melted 
in a test-tube, an equal volume of a mixture of 1 part of concentrated 
sulphuric acid and 4 parts of glacial acetic acid are added, and the tube 
is heated nearly to the boiling-point, the contents being thoroughly mixed - 
by shaking; the tubes are set aside, and after the acid solution has settled 
out it will have been colored wine-red in the presence of azo-color, while 
with pure butter fat, comparatively no color will be produced. 


a a ee 
* Analyst 11, 1886, p. 163. 
} Jour. Ind. Eng. Chem., 8, 1916, p. 614. 
f Jour. Am. Chem. Soc., 20, 1898, p. 110. 
§ Ibid., 20, p. 880. 
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Doolittle’s Method for Azo-colors and Annatto.*—The melted sample 
is first filtered. T'wo test-tubes are taken and into each are poured about 
2 grams-of the filtered fat, which is dissolved in ether. Into one test- 
tube are poured 1 or 2 cc. of dilute hydrochloric acid, and into the other 
about the same volume of dilute potassium hydroxide solution. Both 
tubes are well shaken and allowed to stand. In the presence of certain 
azo-dyes, the test-tube to which the acid has been added will show a pink 
to wine-red coloration, while the potash solution in the other tube will 
show no color. If annatto has been used, on the other hand, the potash 
solution will be colored yellow, while no color will be apparent in the 
acid solution. 

Cornelison’s Test for Artificial Colors.;—Melt 10 grams of the clear, 
dry fat, and shake well in a separatory funnel with 10 to 20 grams of 99.5% 
acetic acid. If the materials are too hot, the fat will dissolve, but at 
about 35° it separates quickly and almost completely. Draw off the clear 
acid, and after noting its color, test by adding to one portion of 5 cc. a few 
drops of concentrated nitric acid, and to another portion a few drops of 
concentrated sulphuric acid. 

Natural yellow butter gives by this test a colorless extract, which 
remains colorless on adding nitric acid and becomes a faint pink color 
on adding sulphuric acid. The acid extracts containing annatto, cur- 
cumin, and carrot are various shades of yellow, both before and after 
addition of nitric acid, while with sulphuric acid they take on a pink colora- 
tion on standing, which in the case of curcumin is very decided» Soudan 
I and butter yellow give pink extracts, which remain pink on adding 
the stronger acids, while cerasine orange G, yellow O.B., yellow A.B. 
and certain other coal-tar dyes give extracts of various shades of yellow, 
which on treatment with the heavy acids in some cases remain colorless, 
but in others become pink, while the oil globule which separates remains 
colorless or takes on a pinkish color according to the dye. 

Mathewson’s Method ¢ is quite generally applicable although the color 
is somewhat contaminated with sterols. Dilute 30 cc. of the melted fat 
with 120 cc. of low-boiling gasoline and shake out with several portions of a 
mixture of go parts of phenol with 1o of water, using first 45 cc. and then 
30 cc. Wash the extract with 2 or 3 portions of gasoline, treat with suf- 
ficient cool, strong potassium or sodium hydroxide solution to dissolve the 


* U.S. Dept. of Agric., Bur. of Chem., Bul. 65, p. 152. 
{ Jour. Am. Chem. Soc., 30, 1908, p. 1478. 
t U.S. Dept. of Agric., Bul. 448, 1917, p. 6. 
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phenol, and shake out with 50 to 100 cc. of ether. Wash the ether with 
caustic alkali solution to remove all phenol and finally with water, then 
evaporate or treat further as indicated below and on page 863. 

To extract the Soudan dyes shake out the gasoline solution of the fat 
once or twice with a mixture of 80 parts of 85% phosphoric acid (sp. gr. 
1.70) and 20 parts of concentrated sulphuric acid, but the method is not 
applicable to tolueneazo-6-naphthylamin and other colors sensitive to 
strong acids. The alkali salts of Soudan G and annatto color, being readily 
soluble in water, are most easily removed by shaking out with dilute sodium 
or potassium hydroxide solution. 

Extraction and separation may be carried out together as follows: 
Dilute the melted fat with gasoline and shake out first with 2% (N/z) 
sodium hydroxide solution to remove annatto, Soudan G, etc., and then wash 
several times with 4 to 6 N hydrochloric acid to remove aminoazo deriva- 
tives such as butter yellow and aminoazotoluene. Benzeneazo-6-naphthyl- 
amin and tolueneazo-6-naphthylamin are extracted rather slowly, appar- 
ently suffering rearrangement from hydrazo-imin into true azo form before 
going into solution in the acid. Neutralize the acid extract immediately 
to avoid decomposition. Separate the Soudans and similar colors not 
extracted by alkali or acid with phosphoric acid mixture as described above, 
wash once or twice with gasoline, dilute, partially neutralize, and extract 
with ether or gasoline, thus obtaining the color. 

PRESERVATIVES AND THEIR DETECTION.—Fresh or unsalted butter 
and renovated butter may contain a preservative. Formerly the one most 
commonly used for this purpose was the so-called “‘ boric mixture” (borax 
and boric acid) well known as a milk preservative. In England the use of 
borax or boric acid is permitted. Sodium benzoate may be used in the 
United States if properly declared, but dairymen seldom take advantage of 
the ruling in the case of butter designed for domestic use. Some brands 
of nut butter contain sodium benzoate. Other preservatives less often used 
in butter are formaldehyde and salicylic and sulphurous acids. 

Boric Acid.—This, if present, is best detected in the aqueous solution 
that settles to the bottom when butter is melted at the temperature of the 
boiling water-bath, the supernatant fat being decanted off. Richmond * 
claims to be able to distinguish free boric acid from borax as follows: 
If on applying turmeric-paper directly to the aqueous liquid the paper turns 
red, the color being especially evident on drying, free boric acid is indicated. 


* Dairy Chemistry, p. 254. 
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As a confirmatory test the reddened turmeric-paper is treated with dilute 
caustic alkali, whereupon it turns a dark olive-green if boric acid is present. 

In the absence of a red color by the above test, or when this color is 
faint, the aqueous solution is acidified slightly with hydrochloric acid 
and the turmeric-paper applied as before. If borax be present to an 
appreciable extent, the red color will now be quite marked, even though 
not appearing before. In other words, testing with turmeric-paper with- 
out acidifying with hydrochloric acid shows, according to Richmond, 
a slight coloration due to the free acid alone, while the more intense color 
formed by first acidifying is due to the combined acid or borax. 

Determination of Boric Acid.—Ten grams of the butter fat are weighed 
in a beaker and transferred with hot water to a separatory funnel in which 
the fat is extracted with to to 15 portions of hot water as described on page 
556. The combined aqueous extract is evaporated to dryness in a plati- 
num dish, the residue made alkaline, and ignited at a dull red heat. Boil 
the ash with water, filter, and wash with hot water, keeping the volume 
of the filtrate under 60 cc. Make sure that the solution is perfectly neutral 
to methyl orange by treatment, if necessary, with sulphuric acid and tenth- 
normal alkali, add 3o cc. of glycerin, a few drops of the phenolphthalein 
indicator, make up to oo cc., and titrate with tenth-normal sodium hydrox- 
ide according to Thompson’s method (page 886). 

Butter being practically free from phosphates, the preliminary treat- 
ment for removing phosphoric acid in Thompson’s method may be 
omitted. 

Formaldehyde.—The aqueous solution, from which the fat of the 
butter melted at low temperature has been poured off, is added to some 
milk previously found free from formaldehyde, and the test for the latter 
with hydrochloric acid and ferric chloride is tried directly in the milk. 

Salicylic Acid.—Detection.—See method No. 2 for detection in milk, 
page 167. 

Determination of Salicylic Acid.—Method of the Paris Municipal 
Laboratory.—Repeatedly exhaust 20 grams of butter in a separatory 
funnel with a solutson of sodium bicarbonate, thus obtaining soluble 
sodium salicylate, if salicylic acid be present. Acidulate the aqueous 
extract with dilute sulphuric acid, and extract with ether. Evaporate 
the ether, and to the residue add a little mercuric ‘nitrate, forming a pre- 
cipitate nearly insoluble in water. Filter this off, wash the precipitate 
with water, and decompose into free salicylic acid with dilute sulphuric 
acid. Redissolve in ether, evaporate the solvent as before, and dry the 
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residue at a temperature of 80° to 100°. Extract the residue with petroleum 
ether, dilute the ethereal liquid with an equal volume of 95% alcohol, 
and titrate with tenth-normal alkali, using phenolphthalein as an indicator. 


tcc. of tenth-normal alkali=o.0138 gram salicylic acid. 


Benzoic Acid.—Detection.—Hal phen-Robin Method.*—Dissolve 0.4 to 
o.s gram of sodium bicarbonate in 50 cc. of water and 15 cc. of 95% alcohol 
in a separatory funnel, add 25 grams of the melted sample, agitate with a 
rotary motion, allow to stand 6 minutes, and draw off the alkaline liquid 
into a flask. Acidulate the contents of the flask with 7 or 8 drops of concen- 
trated sulphuric or hydrochloric acid, heat nearly to boiling, add a little talc 
or infusorial earth, shake 1 to 2 minutes, and filter on a folded paper return- 
ing the first portions that run through. Cool the filtrate, shake out with 
40 cc. of ether, wash the ether extract once with a mixture of 20 cc. of water 
and 5 cc. of 95% alcohol, then shake with a mixture of 20 cc. of water, 5 cc. 
of 95% alcohol, and 0.2 to 0.3 gram of sodium bicarbonate. Draw off the 
alkaline solution into a dish and test by the modified Mohler method 
(page 892). 

Sulphurous Acid.—The aqueous liquid, separated from the butter fat, 
is distilled, and the distillate treated with bromine water and barium 
chloride. A precipitate on the addition of the latter reagent indicates the 
presence of sulphurous acid or a sulphite in the butter. 

Glucose in Butter.—Crampton f states that glucose has been found by 
him in butter intended for export to tropical countries, added to pre- 
vent decomposition. In one sample made for export to Guadeloupe 
he found over 10% of glucose. 

For its detection or estimation 10 grams of the sample are weighed 
out and transferred to a separatory funnel with hot water, and shaken 
out with successive portions of hot water. These are combined, and 
the aqueous extract made up to 250 cc. The reducing sugar may be 
determined by Fehling’s solution or by polarization, using in the latter 
case alumina cream as a clarifier. While a slight reduction should be 
disregarded, any considerable reduction may be undoubtedly ascribed 
to glucose. 

BUTTER a FILLED”? WITH WATER.—Various preparations have been 
placed on the market to aid in incorporating water with butter. So-called 


em REN ne ee 


* Ann. chim. anal. appl., 13, 1908, p. 431. 
tT Jour. Am. Chem. Soc., 20, 1808, p. 201. 
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“black pepsin” has been used for this purpose. By churning the butter 
with water and a certain amount of the preparation in such a manner 
as to destroy the grain, it is possible to introduce two or three times the 
normal amount of water. 


RENOVATED OR PROCESS BUTTER. 


This product is also variously termed “ boiled,” “ aerated,’ and 
“sterilized? butter. There are various modifications of the process of 
manufacture, but the object is to melt up and treat rancid butter in such 
a manner that for a time at least it is sweet. The following manner of 
treatment is typical, and shows in the main the necessary steps in carrying 
out the process, though details of manipulation vary in different localities. 

The butter is melted in large tanks surrounded with hot-water jackets 
at a temperature varying from 40° to 45° C. By this means the curd 
and brine settle to the bottom, whence they are drawn off, while the lighter 
particles rise to the top in the form of a froth or scum and are removed 
by skimming. : 

The clear butter fat is then, as a rule, removed to other jacketed 
tanks, and, while still in a molten condition, air is blown through it, which 
removes the disagreeable odors. The melted fat is then churned with 
an admixture of milk (more often skimmed) till.a perfect emulsion is 
formed, after which it is rapidly chilled by running into ice-cold water, 
with the result that it becomes granular in form. It is then drained 
and ‘‘ripened ” for some hours, after which it is worked free from excess 
of milk and water, salted, and packed. 

Under some state laws this product, to be legally sold, must conform 
to rules of labeling as strict as those prescribed for oleomargarine. In 
other localities it may be sold with impunity. Not infrequently it is 
sold as choice creamery butter, and sometimes at the same price. 

U. S. Standard Renovated or Process Butter should contain not more 
than 16% of water, and at least 82.5% of butter fat. 


OLEOMARGARINE. 


According to the U. S. revenue laws, artificial butter composed wholly 
or in part of fat other than butter fat must be branded oleomargarine. 
The name butterine, although used in advertising matter, does not have 
the sanction of the government. The product is commonly known in 
England as margarine. As a rule the oleomargarine of commerce Is 
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composed of refined oleo oil, usually churned up with neutral lard, milk, 
and a small amount of pure butter, the whole being salted and sometimes 
colored to resemble butter. Cottonseed oil and other vegetable oils are 
also used to some extent. 

Oleo Oil is prepared from the fat of beef cattle somewhat as follows.* 
Immediately after the animals are killed the fresh intestinal and caul 
fats are removed and. placed in tanks of water at a temperature of about 
80° F. From this water they are transferred to other tanks of cold water 
and chilled until all animal heat is removed. The fat is then cut or 
hashed into small pieces and rendered in jacketed kettles, the temperature 
being kept as low as possible (formerly about.150° F., now less than r10° F.) 
to avoid a cooked taste, salt being used to aid the separation. 

The melted fat (premier jus) is drawn off from the connective tissue, 
clarified, and allowed to crystallize for one or more days in graining or 
seeding vats at about 85° F. 

From these vats the semi-solid emulsion of oil and stearin is dipped into 
cloths, which are folded and placed in a press between sheets of metal and 
subjected to powerful pressure. By this means the oil is separated from the 
stearin, and is drawn into casks for export or for manufacture into oleo- 
margarine. Large quantities are annually exported to Holland, where 
oleomargarine is manufactured, and either sold for consumption in that 
country, or re-exported to other countries in Europe. 

The oleo oil thus expressed is a mixture of olein and palmitin. When 
. first prepared, it is a clear amber-colored fluid, free from odor or fatty 
taste. It is packed: in tierces, and, when opened at ordinary temperature, 
is a light-yellow solid. 

The further process of manufacture of oleomargarine as formerly 
conducted consists in the main of mixing the oleo oil as above obtained 
with varying proportions of neutral lard, milk, and genuine butter, with or 
without added coloring matter, and churning the mixture at a temperature 
above the melting-point of the fats, the neutral lard having previously been 
cured for at least forty-eight hours in salt brine. After the churning, the 
whole mass is cooled by contact with ice water. The chilled mass is 
drained, and afterwards salted, worked, and given much the same treat- 
ment as butter. 


The composition of this type of oleomargarine varies between the 


* Report on Oleomargarine, Its Manufacture and Sale, roth Ann. Report, Mass. St. Bd. 
of Health, 1887. 
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following limits: Oleo oil, 20 to 25%; neutral lard, 40 to 45%; butter, 
to to 25%; milk, cream, salt, etc., 5 to 30%. 

Since the manufacture of cottonseed oil has been carried out on a large 
scale this oil has been used in considerable quantity in the United States for 
mixing with animal fats in the production of artificial butter. In certain 
continental countries the addition of a certain amount of sesame oil (in 
Germany 10% of the total fat) is required by law for the purpose of dis- 
tinguishing the product from genuine butter by the Baudouin or some 
similar test. These mixtures respond respectively to the Halphen and 
Baudouin tests, although not appreciably different from animal oleo- 
margarine in their content of soluble and insoluble fatty acids (Reichert- 
Meissl and Polenske numbers) and insoluble fatty acids (Hehner number). 
Like oleomargarine of purely animal origin they are also readily distin- 
guished from butter by their refraction, saponification number, and several 
other constants. 

Vegetable oleomargarine prepared chiefly from cocoanut and palm 
kernel oils is a quite different product, as noted in a subsequent section. 

Coloring of Oleomargarine.—The artificial coloring matters employed 
are the same as in the case of butter, and are similarly tested for. 

In many states oleomargarine cannot be legally sold when colored 
to resemble butter. Under other state laws coloring matter is allowable. 
The federal law and most state laws prescribe the most rigid rules for 
marking packages containing oleomargarine, with a view to affording 
the utmost protection to the producer of butter against the fraudulent 
substitution therefor. 

Sulphurized Oil.—Cottonseed oil treated with sulphur by a secret 
process has recently been used in oleomargarine. The sulphur is claimed 
to improve the oil, but the fact that a yellow color is imparted is significant. 
Sulphurized oil blackens silver foil or a silver coin when heated at about 
250° C. Quantitative tests are said to furnish no evidence. 

Crampton and Simon’s Test for Palm Oil.*—So called “ butter 
oils,” consisting of cottonseed oil to which has been added 2 to 5% of palm 
oil are used to color oleomargarine. The following tests serve for the 
detection of palm oil. 

Preparation of Sample-—The sample should be kept in a cool, dark 
place until tested, as exposure to air and light, or the presence of water, 
alcohol, ether or similar reagents interfere with the tests. Immediately 


* Jour. Am. Chem. Soc., 27, 1905, p. 270. 
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before testing, the sample is filtered as quickly as possible at a temperature 
not exceeding 70° C. 

First Method.—Dissolve too cc. of the fat in 300 cc. of petroleum ether, 
and shake out with so cc. of 0.5% potassium ‘hydroxide. Draw off the 
watery layer, make distinctly acid with hydrochloric acid, and shake out 
with to cc. of colorless C. P. carbon tetrachloride. Separate the carbon 
tetrachloride solution, transfer a portion to a porcelain crucible, add 
2 cc. of a mixture of one part of colorless, crystallize C. P. phenol and 
2 parts of carbon tetrachloride, then 5 drops of hydrobromic acid (sp. gr. 
1.19), and mix by gentle agitation.* j 

The almost immediate development of a bluish-green color is indicative 
of palm oil. 

Second Method.—Shake to cc. of the melted and filtered fat with an 
equal volume of colorless C. P. acetic anhydride, add one drop of sulphuric 
acid (sp. gr. 1.53),,and shake a few seconds longer. 

If palm oil be present, the lower layers on settling out will be found 
to be colored blue with a tint of green. The color in this as in the preced- 
ing test is transient. 

Of the edible oils only sesame and mustard oils give a similar color 
reaction. Sesame oil, after repeated extractions with alcohol, will not 
give the blue color, but cottonseed oil containing as little as 1% of palm 
oil still responds to the test. 

Gill { believes this test unreliable because it does not give concordant 
results in the hands of different chemists and being a test for carotin is not 
characteristic of palm oil. 

Adulterants of Oleomargrine.—This product is liable to adultera- 
tion not only by the use of inferior and unwholesome fat, but by the admix- 
ture in some cases of paraffin.§ This sophistication is made manifest 
if an appreciable amount of the adulterant has been used, by the high 
melting-point and the low saponification number, as well as by the low 
specific gravity. If a clear saponification is impossible under ordinary 
conditions, paraffin is to be suspected. It may be separated and quanti- 
tatively determined as described on page 527. 
ae ee ee ne es 

*Halphen uses a similar reagent to detect rosin oil in mineral oil. Jour. Soc. Chem. 
Ind., 21, 1902, p. 1474. 

} The reagents are the same as used in the Liebermann-Storch test for rosin oil. 


t Jour. Ind. Eng. Chem., 9, r9r7, p. 136. 
§ Geissler, Jour. Am. Chem. Soc., 21, 1899, p. 605. 
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Healthfulness of Oleomargarine.— Under the directions of the Mass- 
achusetts Board of Health,* a large number of artificial digestion experi- 
ments were made to show the relative nutritive value of butter and oleo- 
margarine, and at the same time the wholesomeness of oleomargarine 
as a food was carefully investigated. The general conclusions reached 
were that, when comparing the best grades of both products, there is 
little if any difference between butter and oleomargarine on grounds of 
digestibility, while a good oleomargarine is much to be preferred to a 
poor butter from a nutritive standpoint. As to its wholesomeness, a 
large number of experts consulted were unanimous in expressing their 
favorable opinions of oleomargarine as a healthful article of food. 

When sold on its own basis in accordance with the law, it forms an 
excellent cheap substitute for butter. It is only when fraudulently sold 
as butter or in violation of the various state and federal laws, that it comes 
within the province of the health authorities to condemn it, and, unfor- 
tunately, by reason of its close resemblance to the dairy product, the 
temptation to sell it for what it is not is always great. 

(DISTINCTION OF OLEOMARGARINE FROM BUTTER.—The two 
products resemble each other closely in general appearance, consistency; 
and somewhat in flavor. Their distinction involves preliminary organ- 
oleptic test followed by physical and chemical examination. 

Odor and Taste.—It is easy with a little practice to become so accus- 
tomed to the odor and taste of oleomargarine, as to be able to pass judg- 
ment with considerable confidence by these senses alone, whether a sample 
in question is oleomargarine or butter. The distinction is rendered more 
apparent by melting a portion of the sample on the water-bath. If the 
product is butter, either fresh or renovated, the butyric odor of the melted 
fat is very characteristic, while the melted oleomargarine not only is lack- 
ing in the butyric odor (a negative property), but possesses often a “ meaty ” 
smell peculiar to itself, which, while not unpleasant, is unmistakable. 
The flavor of oleomargarine although not always the same to one experi- 
enced in distinguishing between the two products is very apparent. This 
flavor, though somewhat variable, may be compared to that of cooked meat. 

Qualitative Tests for cottonseed and sesame oils are made by the usual 
color methods and for peanut oil by Renard’s or Bellier’s method. 

Range of Constants.—By reference to the tables on pages 528 and 529 it 
is evident that the constants of oleo oil and lard are very similar but radically 


* roth Ann. Report, Mass. State Board of Health, 1887, p. 248. 
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different from those of butter fat, furthermore that the addition of cotton- 
seed or sesame does not interfere with the ready distinction of oleomargarine 
from butter. For ordinary purposes it is necessary only to determine the 
refraction and the Reichert-Meiss] number coupling the determination of 
the latter with that of the Polenske number in case the presence of an 
oil of the cocoanut oil group is suspected. The presence of cottonseed oil 
in the American oleomargarine, readily responding to the Halphen test, 
serves the same purpose as sesame oil compulsorily added to the con- 
tinental product. Other constants and tests are discussed on p. 571. 

The distinction between butter fat, animal fat such as goes to make up 
oleomargarine, and mixture of the two is brought out in the following 
table by Villiers and Collin *: 


Hehner’s Soluble Koettstorfer’s Volatile 
Number. Acids. Equivalent. Acids. 

Bureybut terete sckic® eee eer ee 88 5 224 26 
Butter, 95%; foreign fat, 5%...- 88.35 4.8 222.6 2407 
© 90% Ga ear Ol amma 88.70 4.5 221.2 23-4 
GS BEY Se A San LG Op saratoes 89.05 4-3 219.8 22.2 
i 80% és Me 200 fame 89.40 ier 218.4 20.9 
Set (S/o kal santo 250s eh% 89-75 3-9 217 19.6 
OL, CO ea BOY ose: 90-10 3-6 215.6 18.3 
ar OS ip me oe 90-45 3-4 214.8 17-1 
SF SY f COS RAO ters 90.80 3.2 212.8 15.8 
Re ER SSVO AS Pome QI-15 3 211.4 14-5 
am SO7y a” MUUR Ao rs eae gI-50 Ze 210 os 

vs 45% ee Teese 91-85 2.5 208.6 12 
AO, Coe Soin OO0/ trea 92-20 28 207.2 1627 
ps5 ote de eee 05 onan 92-55 2.1 205.8 9-4 
Roeeesoy, See Soe OC seen 92.90 1.8 204.4 SS 
46 ee 73/0 93-25 1.6 203 6.9 
ZOU. ee SOC pe mre 93-60 I.4 201.6 geo) 
pens Jw remen OS eee 93-95 1.2 200.2 4-3 

peg one ee 00%: = 94-30 0.9 198.8 3 
MS On 5 98 Yo ne N05 0.7 197-4 1.8 
Roreignviatwasesescc se cemneisece: 95 0.5 196 0.5 


Butyro-refractometer Readings.—The instrument, as its name implies, 
was primarily intended by Zeiss for the examination of butter, and, while 
its use has been extended for work with other fats and oils, its construc- 
tion is such as to show particularly a distinction between butter and 
oleomargarine by the appearance of the critical line of the fat. This 
mode of differentiation is due to the peculiar construction of the double 
prism, which shows differences of dispersive power by different appear. 
ances of the critical line. The prisms are so constructed that the critical 


* Les Substances Alimentaires, p. 731. 
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line of pure butter is colorless, while margarine and artificial butter, which 
have greater dispersive powers than natural butter, show a blue-colored 
critical line. But anomalies in the color, both with pure butter and mix- 
tures, are more or less observable, which render it impossible to draw a 
sharp line between adulterated and genuine butter. The appearance of 
a blue fringe may, however, be a useful factor in cases of suspected adultera- 
tion. 

The following figures for index of refraction and butyro-refractometer 
readings at 25° C. are by Wollny.* The oleomargarine was undoubtedly 
free from cocoanut and palm kernel oils: 


PN rier ecter oe bi'Sn ssc 1.4590-1.4620; 49.5-54.0 scale divisions 
leconmat Same cena. < se a5 a0 1.4650-1.4700; 58.6-66.4 scale divisions 
Mixtures (artificial butter)...... 1.4620-1.4690; 54.0-64.8 scale divisions 


Limit of Scale Reading for Pure Butter—Whenever in the refracto- 
metric examination of butter at a temperature of 25° C. higher values 
than 54.0 are found for the critical line, these samples will, according 
to Wollny, by chemical analysis always be found to be adulterated; but 
with all samples in which the value for the position of the critical line 
does not reach 54.0 chemical analysis may be dispensed with, and the 
samples may be pronounced to be pure butter. Wollny suggests, as a 
means of removing all chances of adulterated butter escaping detection, 
that the above limit be placed still lower, and that all samples exhibiting 
values exceeding 52.5 (at a temperature of 25° C.) be set aside for chemi- 
cal analysis. 

In calculating the position of the critical line for other temperatures 
than 25° C. allow per 1° C. variation of temperature a mean value of 
0.55 scale division.t The table on page 570, which has been compiled in 
this manner, shows the values corresponding to various temperatures, 
each value being the upper limit of scale divisions admissible in pure 
butter. 

If, therefore, at any temperature between 45° and 25° values be found 
for the critical line which are less than the values corresponding to the 
same temperature according to the table, the sample of butter may safely 


* Schlussbericht iiber die Butteruntersuchungsfrage, Milchwirthschaftlicher Verein, Kor- 
respondenzblatt, No. 39, 1891, p. 15. 

+ With natural butter this number is, as a rule, somewhat less (0.5 2), with oleomargarine 
a little greater (0.56). 
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Temper- Scale Temper- Scale Temper- Scale Temper- Scale 
ature. Division. ature. Division. ature. Division. ature. Division. 
45° 41.5 40° 44.2 35h 47.0 30° 49.8 
44° 42.0 39° 44.8 34° 47-5 29° 50.3 
43° 42.6 38° 45.3 Bom 48.1 28° 50.8 
42° 43.1 37° 45.9 || 32° 48.6 he 51.4 
41° 43-7 36° 46.4 a 49.2 26° 51.9 
40° 44.2 35° 47.0 30° 49.8 abe 52.5 


be pronounced to be natural, i-e., unadulterated butter. If the reading 
shows higher numbers for the critical line, the sample should be reserved for 
chemical analysis. 


Note.—Dr. 


Eichel of Metz has suggested that instead of comparing 


the scale divisions at the same temperature, the position of the critical 


Fic.101.—Special 
Butyro-refrac- 
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line may be determined at the moment when the butter 
begins to set. In this case he gives fifty-four as the highest 
admissible number for the critical line of pure butter. 

No sharp distinction is apparent between pure and 
renovated butter on the refractometer. 

Special Thermometer for the Butyro-refractometer.— 
Instead of employing the ordinary thermometer, as shown 
in Fig. 36, a special thermometer (Fig. ror) has been de- 
vised for work both with butter and with lard. This in- 
strument has two scales, arranged side by side, one for 
butter and one for lard, each of which indicates at once 
the highest allowable reading for the pure fat, correspond- 
ing to the temperature at which the observation is made, 
which, however, need not be noted. 

If the scale reading of the instrument, as observed 
through the telescope, differs materially from the reading 
of the special thermometer, the fat under examination is 
undoubtedly adulterated, or, in the case of butter, a 
higher reading indicates oleomargarine. The special ther- 
mometer thus indicates the highest permissible number for 
pure butter. 

The Reichert-Meissl Number (see page 497) is by far the 
most important single determination in establishing proof 
of the character of the sample, whether butter or oleo- 


margarine, for evidence in court, and in such cases this determination 
is indispensable. The result is conclusive, excepting in those instances 


OILS AND FATS. 571 


(rare in the United States) where the admixture of animal oleomargarine 
is small or the foreign fat is cocoanut or palm kernel oil skillfully pro- 
portioned to the butter (see table, page 500). 

It is difficult to fx a minimum figure below which, in doubtful cases, 
a sample may be pronounced impure by reason of admixture with foreign 
fat. In general, however, a Reichert-Meiss] number under 20 would be 
almost sure to show adulteration, though instances are on record where 
butter of known purity has fallen even lower than this. It is in fact rare 
that pure butter has a number under 24. 

Stebbins * gives the maximum, minimum, and average of the Reichert 
number obtained by him on 317 samples of unadulterated butter, some of 
which were of low grade, as follows: Maximum, 18.2; Minimum, 11.2; 
Average, 14.7. These figures should be multiplied by 2 for comparison 
with Reichert-Meissl numbers. . 

As a rule little difference is apparent between pure and “renovated ”’ 
samples as regards their Reichert-Meiss] numbers. 

Vieth has shown that the Reichert number of butter is generally a 
trifle lower after it becomes rancid. 

The Polenske Number is valuable in detecting cocoanut or palm 
kernel oil in butter as is obvious from a study of the figures given in the table 
on page 500. Other methods which have been proposed for the purpose are 
the Jensen-Kirschner method (page 501), the Avé-Lallement method, the 
Robin method,{ the Shrewsbury-Knapp method, § and the Hanus method.|| 

The Halphen and Baudouin tests serve to detect cottonseed and sesame 
oils respectively. ; 

DISTINCTION OF BUTTER, PROCESS BUTTER, AND OLEOMAR- 
GARINE.—With the increased occurrence in the market of the commercial 
product known as “ process”’ butter, especially in localities where its sale 
is restricted or regulated by law, it becomes incumbent on the analyst to 
distinguish it from the other products which it resembles. 

As a rule, the tests, chiefly physical, that are applied on the edible prod- 
“uct as a whole (i.e., without separation of the curd, salt, etc.), such as the 
foam test, the milk test, the microscopical examination, and the appear- 
ance of the melted sample, distinguish broadly between pure fresh butter 


* Jour. Amer. Chem. Soc., 21, 1899, p. 939- 

} Zeits. Unters. Nahr. Genussm., 14, 1907, p. 318. 

{ Compt. rend., 143, 1906, p. 512; 8th Int. Cong. App. Chem., 18, 1912, p. 305. 
§ Analyst 35, 1910, p. 385; 37, 1912, Pp. 3. 

| Zeits. Unter-Nahr. Genussm, 13, 1907, p. 18. 
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on the one hand, and oleomargarine on the other. In other words, 
although there are those skilled in making the above tests who claim to 
be and doubtless are able to note distinguishing features between oleo- 
margarine and process butter, yet these two products respond alike, 
though perhaps in varying degrees, to these tests, and are classed together 
as distinguished from pure butter. 

On the other hand, such tests as depend upon the refractometer, 
the Reichert-Meiss] number, and, indeed, all the chemical constants 
which are applied to the separated fat, freed from other substances, will 
serve to distinguish between oleomargarine and butter, whether “ pro- 
cess”? butter or otherwise, since the ‘‘ processing”? or “renovating” of 
butter does not change the character of its fat sufficiently to materially 
alter these constants. 

It is best, therefore, for purposes of routine preliminary separation 
to submit al// samples to the “foam” test and to examine them by the 
butyro-refractometer. These tests alone, which are very quickly and readily 
applied, will rarely fail to separate into the three classes, butter, pro- 
cess butter, and oleomargarine, the products under examination, after which 
such confirmatory tests as are desired are made on adulterated samples. 

The Foam Test, also known as the “boiling” or ‘‘spoon”’ test.* 
This, though originally intended as a household test, is in reality one of 
the very best laboratory methods of separating pure butter samples from 
renovated butter and oleomargarine. A small lump of the sample (from 
3 to 5 grams) is heated in a large spoon over a Bunsen flame, turned 
very low, stirring constantly during the heating. Genuine butter, under 
these conditions, will boil quietly, but with the production of consider- 
able froth or foam, which will often swell up over the sides of the spoon, 
when, just after boiling, the latter is raised from the flame. Renovated 
butter or oleomargarine, under this treatment, will bump and sputter 
noisily like hot grease containing water, but will not foam.t Another 
point of difference is that on removing the spoon from the flame and 
observing the character of the curdy particles, in the case of genuine 
butter these particles of curd will be very small and finely divided in the 
melted fat, being indeed hardly perceptible, while with oleomargarine 
and renovated butter, the curd will gather in somewhat large masses or 
lumps. 


*U.S. Dept. Agric., Farmers’ Bul. 13r. 
} A very slight foam is sometimes observable with occasional renovated samples, but 
nothing like the abundant amount produced by the genuine product. 
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The test may be carried out in a test-tube if desired. 

The Waterhouse or Milk Test.*—This test is based on the assump- 
tion that butter fat, which is in itself exclusively the product of milk, 
will mingle intimately with the milk when added thereto in a melted 
condition and cooled therein, whereas oleomargarine, being foreign to 
milk fat, will, under like conditions, refuse to diffuse itself naturally 
in milk as a medium. 

About 50 cc. of well-mixed sweet milk are heated nearly to boiling 
in a beaker, and from 5 to 1o grams of the fat sample are added. The 
mixture is then stirred, preferably with a small wooden stick, until the 
fat is melted. The beaker is then placed in a dish of ice-cold water, and 
the stirring continued till the fat reaches the solidifying-point, at which 
period, if the sample is oleomargarine, the fat can readily be collected 
by the stirrer into one lump or clot, but, if butter, it cannot be so collected, 
but remains in a granulated condition, distributed through the milk in 
small particles. It is not necessary to keep up the stirring through the 
entire term of cooling, but to begin stirring before the fat starts to solidify, 
which should require from Io to 15 minutes after the mixture is placed in 
cold water. 

This test, if carefully carried out, shows a marked distinction between 
butter, whether pure or renovated, and oleomargarine. Under certain 
conditions, as when the cooling is too rapid, samples of renovated butter 
fat will sometimes show a slight tendency to clot together as in the case 
of oleomargarine, but to no such extent as the latter. 

The authors’ experience with this test has shown it to be very reliable, 
not only in identifying oleomargarine from butter, but in nearly every 
case renovated butter can be distinguished from genuine. As a rule, 
genuine butter fat, even after cooling to the solidifying-point, shows the 

greatest tendency to emulsionize with the milk when stirred, without 
adhering to the wooden rod, and is slow to come to the surface when the 
stirring is stopped. Renovated butter fat, when stirred in the cold milk, 
almost instantly gathers in a film on the surface of the milk when the 
stirring is stopped, without emulsionizing. It does not clot together like 
oleomargarine, but it tends to adhere to the wooden rod. 

Patrick | recommends the use of skimmed or partially skimmed 
milk, and heats to the boiling-point after the fat has been introduced 
into the hot milk. 


* Parsons, Jour. Amer. Chem. Soc., 23, 1901, p. 200. 
{ Farmer’s Bulletin, No. 131. 
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Examination of the Curd.—The curd of genuine butter is made up 
largely of such of the milk proteins as are insoluble in water, and hence 
pass into the cream when separated. These proteins form a gelatinous 
mass in the butter, readily clotting together when the fat is melted. On 
the other hand, the curd of process butter, which is, as it were, artificially 
derived from the entire or skim milk used in its manufacture (in order 
to replace the natural curd which has been removed in the “ purifying ” 
process), differs from the proteins of cream in that it is granular and 
flaky, consisting chiefly of coagulated casein. Hence the distinction 
noted as to the appearance of the curd in the foam test. 

For the same reason, if beakers containing pure and renovated butter 
are melted on the water-bath, the curd of the pure sample will settle at 
once, or in a very few minutes, to the bottom after melting, leaving a 
comparatively clear supernatant fat. The renovated sample will nearly 
always fail to settle out clear, even after standing on the water-bath for 
half an hour or more, but will still be cloudy throughout the mass, due 
to particles of non-cohesive, floating curd. 

In the case of oleomargarine, the curd of which is composed partly 
of pure butter curd (from cream proteins) and partly of the proteins of 
the milk with which it is churned, the cloudiness of the fat on melting 
depends on the relative proportion of milk proteins, and in general is not 
especially characteristic. 

Identification of the Source of the Curd.* Half fill a small beaker 
with the sample and melt on the water-bath. Decant as much as possible 
_ of the fat and pour the rest, consisting largely of the water, salt, and 
curd, upon a wet filter. Acidify the filtrate, which contains the salt 
and soluble proteins, with acetic acid and boil. If the sample is pure 
butter, only a slight milkiness is found, indicating absence of albumins, 
whereas, in the case of process butter, a white, flocculent albuminous 
precipitate is produced. 

Apply to the filtrate also Liebermann’s test for albumin; ie., add 
strong hydrochloric acid. If a violet coloration is produced, the sample 
is presumably “ process’ butter. 

Microscopical Examination of Butter.—Considerable information may 
in general be gained by an examination of the sample under ordinary 
light and with a rather low power, say from 120 to 150 diameters. For 
examination in this way a bit of the sample on the edge of a knife blade 


* Hess and Doolittle, Jour. Am. Chem. Soc., 22, 1900, Pp. I5I. 
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is placed on the glass slide, and simply pressed lightly into a thin film 
by the cover-glass. A very characteristic difference between genuine 
and renovated butter is at once seen in the relative opacity of the fields. 
The fat film, in the case of the fresh, pure butter, is much more transparent 
than that of the renovated. Again, the curd is so finely divided through- 
out the mass of genuine butter fat that the field is much more even than 
that of the renovated, wherein often large and opaque patches of curd 
are frequently distributed throughout the field. 

When a renovated butter sample, mounted as above, is viewed by 
reflected light, for which purpose the microscope mirror is turned so as 
not to transmit light through the instrument, one sees a very dark and 
scarcely perceptible field; but the opaque patches of curd above referred 
to are strikingly apparent as white masses against a dark background. 

With Polarized Light.—It has already been stated that the micro- 
scope is useful in showing whether or not a fat has been melted, the 
crystalline structure of the fat once melted and afterward cooled being 
rendered apparent, especially when viewed by polarized light. This 
fact has long been known and put to practical use in the identification 
microscopically of butter and oleomargarine.* 

When viewed by polarized light between crossed Nicols under a low 
magnification, pure butter not previously melted should show no crystal- 
line structure, being uniformly bright throughout, and, if the selenite 
plate be used, should present an even colored field, entirely devoid of 
fat crystals. On the other hand, with process butter or oleomargarine, 
both of which have been melted and subsequently cooled the crystalline 
structure should be marked, showing with polarized light a more or less 
mottled appearance, and a play of colors with the selenite. 

Various conditions enter in to affect the reliability of the polarized light 
test. It is nearly always possible in cold weather to observe these dis- 
tinctions in practice, as above described, in a sharp and striking manner. 
Figs. 269, 270, and 271, Pl. XXXVIII, show typical fields of the three 
products with crossed Nicols and selenite plate. The appearance of pure 
butter is perfectly blank, while oleomargarine presents a much more 
mottled appearance than renovated butter. Such well-defined points 
of variation as are shown in Pl. XXXVIII are not always to be seen in 
practice, even in the hands of an expert. Pure butter sometimes exhibits 
a somewhat mottled field, due to a slight crystallization at some period 
of its history. In the summer-time, for instance, when butter melts so 


* Hummell, ibid., 22, p. 327; Crampton, loc. cit., supra, p. 703. 
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easily at ordinary temperatures, these distinctions between pure and 
adulterated samples as shown by polarized light are by no means as satis- 
factory as in the winter. 

Great care should be taken on this account, on the part of the col- 
lector of samples as well as the analyst, to keep the sample from melting 
under ordinary conditions before it is‘examined. 

Hess and Doolittle’s Method of Examining the Curd.*—A convenient 
portion of the sample of suspected butter is melted in a beaker, as much 
of the fat as possible is decanted off, and the remaining curd, washed 
free from fat with ether, is poured out on a glass plate, and dried. A 
sample of pure butter is treated in like manner by way of comparison. 
When examined under a very low magnification of from 3 to 6 diameters, 
the curd from the pure sample will be seen to be non-granular and amor- 
phous in appearance, while, in the case of renovated butter, the curd 
will appear very coarse grained and mottled. 

Zega’s Test for Oleomargarine.;—A portion of the filtered-fat is 
poured into a test-tube and kept for two minutes in a boiling water-bath. 
1 cc. of this fat is then measured with a hot pipette into a 50-cc. tube con- 
taining 20 cc. of a mixture of 6 parts ether, 4 parts alcohol, and 1 part 
glacial acetic acid. The tube is stoppered, shaken well, and cooled in 
water at 15° to 18° C. In the case of pure butter fat, the solution remains 
clear for some time, a slight deposit being apparent only after standing 
an hour or more. With oleomargarine, a deposit is evident in a very 
short time, and in ten minutes a heavy precipitate comes down. With 
10% of oleomargarine in butter, a separation occurs in about fifteen 
minutes. When a few solid particles have separated out, they are with- 
drawn and examined under the microscope. With genuine butter, long 
narrow rods appear, sometimes pointed at the ends, often bent, and grouped 
as a rule centrally in star-shaped bundles. Oleomargarine presents an 
appearance of bundles of fine needles, closely packed to form masses 
frequently resembling sheaves and dumb bells in shape. 


VEGETABLE OLEOMARGARINE (NUT BUTTER). 


Cocoanut oil and palm kernel oil are especially adapted to the 
preparation of vegetable butter. Following are the constants of the fat 
of two vegetable butters ‘“‘ Sanella” and “‘ Tomor.” { 


* Jour. Am. Chem. Soc., 22, 1900, p. 151. 
{ Chem. Ztg., 1899, 23, p. 312. 
t Pharm. Zentrh., 48, p. 16; 49, p. 490. 
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Refraction Reichert-Meissl Polenske Saponification 
aso Ce No. No. No. 
Sanella, Summer........ 38.5 7.9 15.6 247.0 
Sanella, Winter......... 42.0 6.5 Tt By 238.8 
SL OMOEA ers Moth Heo beia | ea eos ee bien 8.0 15.8 250.1 


The above figures indicate that the chief constituent of both prepara- 
tions is cocoanut oil; they also contain sesame oil. Both products were 
colored, salted, and churned with a liquid preparation of almonds and egg 
yolk. 

Nut butters are coming into favor in the United States. Much of the 
cocoanut oil brought into the country or made from imported copra since the 
beginning of the great war is utilized in these products. The products are 
sold in bricks, packed in attractive cartons. Although notably different 
from animal oleomargarine they are labeled ‘‘ oleomargarine”’ to comply 
with the federal law, in addition, however, the package usually bears a 
special name suggesting cocoanut oil. 

Some of the brands contain benzoate of soda as a preservative, which 
is declared on the label; others are free from chemical preservatives. All 
are placed on the market uncclored, but at the time of sale a capsule con- 
taining a liquid color is given the purchaser who from directions on the 
label can color the product if he sees fit. 


LARD. 


Nature and Composition.—Lard is the fat of hogs, separated by heat 
from the scraps or containing tissues. The choicest or highest grade of 
lard is known as leaf lard, and is derived from the fat which surrounds 
the kidneys. A comparatively small part of the lard of commerce is, 
however, strictly speaking, pure leaf lard. Most of it is derived from 
the whole fat of the animal by rendering, by the aid of steam under pres- 
sure, either in open kettle or in closed tanks, the former being used more 
often for rendering lard on a small scale, and the latter being the most 
common commercial method. 

Next to the leaf, the fat from the hog’s back is considered the best 
in quality, after which is graded, in the order named, the fat from the 
head, the region of the heart, and the small intestines, the last two grades 
constituting what is commonly known as “ trimmings.” 

Good lard is white and granular, having the consistency of salve. It 
has an agreeable, characteristic odor and taste. 
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The leaf or kidney fat furnishes also the source of the so-called neutral 
lard, already mentioned as an ingredient of oleomargarine. The leaf, 
being first chilled and finely ground, is placed in the kettle and ren- 
dered at a temperature of from 40° to 50° C., at which heat only a portion 
of the lard separates. This portion is, while melted, washed with water 
containing salt or dilute acid, and forms the neutral lard, a product almost 
entirely free from odor. The remainder of the lead is then transferred 
to the closed tank and subjected for some hours to steam under pressure 
at a temperature of 230° to 290° F., the resulting lard being graded as pure 
leaf lard. 

The composition of the mixed fatty acids of lard is thus calculated 
by Twitchell: 


WTI OlClGra ClC ase sere tes cine ce Sete eee ae eee 10.06% 


Olea see he no tae ec oe re eee eee eee 49-39% 
Solid acids (by difference), stearic and palmitic.... 48.55% - 


The solid triglycerides consist in part of a-palmito distearin which has 
a different crystalline form from the 6-palmito distearin of tallow, thus 
explaining the results obtained in the Belfield test. 

Dennstedt and Voigtlander * gives the following constants for American 
.lards made from fat from different parts of the animal: 


Melting-point, Bense- Refractive 
Specie mann’s Method. Index. 
Fat from a a qouing ee T Cc Melted Butyro- 
(Yaterat | SN | 40°C. | ot inclpient | 9 Clear . |p Tmeceam 
Fusion. Drop. 40° C. 
Head sejecioceres 0. 8637 66.2 33 24 44.8 52.6 
©. 8629 66.6 32 24 44.8 5205 
0. 8631 65.0 34 24 45.0 52.0 
Back tects s .aieviccas 0.8611 61.5 Br 28.5 48.5 52.4 
0.8621 65.0 35 28.5 48.5 51.8 
0.8616 65.1 38 eke sks 46 51.9 
eats taiecte cae ek 0.8637 62.2 a 26 45 51.4 
0. 8615 59.0 3a 20 44 50.2 
0.8700 63.0 30 2s 44.5 52.0 
I torn) Ha oer 0.8589 68.8 a 24 40 44.8 
ig Pe Mee ce oes 0. 8641 68.4 38 26 45 51.9 
0. 8615 66.6 ae 26 44 SE .O 
0. 8628 68.3 26 44.5 53.0 
Ham (German)....| 0.8597 55.0 30 32 46 49.2 


* Lewkowitsch, Chem. Tech. and Anal. of Oils, Fats, and Waxes, 5th Ed., 2, 1914, p. 7or. 
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Effects of Feeding Hogs on Oil Cakes.—Fulmer,* Emmett and 
Grindley | and other investigators have found that feeding cottonseed 
meal to hogs causes the lard from these hogs to give a color with the 
Halphen test, but Tolman{ Farnsteiner,§ and Polenske || have shown 
that the lard does not contain phytosterol when examined by Bomer’s 
phytosterol acetate method. 

Lard from hogs fed on sesame cake has been shown to respond to the 
Baudouin test, but not to the phytosterol acetate test. 

Lard from ‘‘ Oily Hogs” is quite different from the ordinary products. 
Richardson and Farey § have analyzed one sample of back fat, three of leaf 
lard, and two of ham fat with the following average results: 


Melting-point. Insoluble Fatty Acids. 
Free 
Refract- : 
Open | Closed ive sapgne Iodine ayy. 
Capil- | Capil- | Index, ["Q0°" | No. see nee sews ‘ 
lary, lary, 40°. oO. as iter | Liquid | Iodine 
Lower | Upper Oleic. Test. Acids. No. 
Limit. Limit. 
Backs fat. 6 £52 |\-|-F2.0.41.4020, || £80.01) 03.9 | O.,10 || 20627 Sord- |sro4..s 
Leaf lard..... —o.5 |+20.0 |1.4620 | 191.1 | 93.9 0.19 22.9 STROM ETO TRO 
amitatece.) —1.2 |+15.5 |1.4630 | 189.7 | 94.0 | 0.18 | 20.6 | 86,5 | 109.0 


U. S. Standards.—Standard Lard and Standard Leaf Lard are lard and 
leaf lard respectively, free from rancidity, containing not more than 1% 
of substances other than fatty acids, not fat, necessarily incorporated 
therewith in the process of rendering, and standard leaf lard has an iodine - 
number not greater than 60. 

U. S. P. Standards.—Melting-point, 36-42° C.; saponification value, 
195-203; iodine value, 46-70; 10 grams of sample dissolved in 30 mils 
of chloroform mixed with 10 mils of neutral alcohol and 1 drop of 
phenolphthalein solution require not more than 2 mils N/r1o alkali for 
neutralization. Qualitative and microscopic tests are also given. 

Lard Oil.—This oil is obtained by subjecting lard contained in woolen 
bags to hydraulic pressure in the cold. The lard oil (chiefly olein) thus 
expressed constitutes nearly 60% of the whole, and the residue is known as 


lard stearin. 


* Jour. Amer. Chem. Soc., 26, 1904, p. 837. 
{ Ibid., 27, 1905, p. 263. 
t Ibid., 27, 1905, p. 589. 
§ Zeits. Unters. Nahr. Genussm., 11, 1906, p. I. 
| Arb. kaisl. Gesundheitsamt, 22, 105, p. 568. 
q Jour. Amer. Chem. Soc., 30, 1908, p. 1191. 


§ 
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Lard oil is a thin fluid, pale yellow in color, and with varying specific 
gravity, due to varying conditions of pressure and temperature. It has - 
a pleasant, though somewhat bland, taste, and is used to some extent as 
an edible oil. It is used in France as an adulterant of olive oil, and with 
the Maumené, elaidin, and nitric acid tests, it behaves much like olive oil. 

Adulterants of lard oil are cottonseed and corn oils. 

Compound Lard.—The article sold under this name is a mixture 
consisting usually of beef or lard stearin and cottonseed oil. Sometimes 
no lard whatever is present. Lard stearin is the residue left in the cloths 
after the lard oil has been removed by pressure (page 579). Beef stearin 
is, similarly, the residue from which oleo oil has been expressed (page 564). 
The cottonseed oil used is highly refined, and finally decolorized by mixing 
with fuller’s earth and filtering. 

Lard Substitutes differ from compound lard in that they contain no 
hog fat and are sold under distinct names in competition with lard. They 
consist of various mixtures of cottonseed oil with stearin (usually beef) or 
of hydrogenated cottonseed oil. Wesson states that cocoanut oil, although 
used in large amount in vegetable butter in the United States, is not 
suitable for lard substitutes, as it causes the mixture to froth on heating. 
When hydrogenated oils are used traces of nickel may be present, although 
now less often than formerly. 

Examples of lard substitutes are Fairbanks’ “ Cottolene,” Southern 
Cotton Oil Company’s “ Snowdrift”” and “ Scoco,” Proctor & Gamble’s 
“Crisco,” Armour’s “ Vegetole,”’ Swift’s “ Jewel” and ‘ Crescent,” and 
Wilson’s ‘‘ Advance.” 


Todine No. pene ee Bou sar Flavor. 
Yellow. Red 

I 98.2 42.9 Bony Onzs 32 3.02 Good 
II 907-4 50.2 36.2 0.14 35 4.8 Poor 
Ill Osan 50.8 37.2 0.19 32 a2 Poor 
IV 07.3 47.5 35.9 0.10 26 2.8 Poor 
V 95.6 41.6 36.9 0.11 17 7] Good 
VI Osan 48.8 Bik 0,14 35 6.2 Poor 
VII 98.0 46.8 35.9 Onns 27 27 Good 
VIII 89.0 SOAS. itr eran enrers 0.14 35 4.9 Fair 
IX 96.1 42.2 36.4 O.1I 35 3.6 Good 
IK 93.7 43.0 36.7 0.12 20 2.0 Fair 
XI ogn2 53.1 35.6 0.18 35 4.3 Poor 
XII 78.1 Bori7, 34.4 0.09 22 252 Good 


ee 
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The table on p. 580, kindly furnished by Dr. David Wesson, gives the 
results of examination of the leading brands of compound lard and lard 
substitutes on the American market. The color values are of the melted 
fat in terms of yellow and red as read in 5}-inch cells of the Lovibond 
tintomcter. 

Adulteration of Lard.—‘ Compound lard,” although properly branded 
by the manufacturer, may be sold for pure lard by the retailer. This 
substitution and the addition of beef tallow to lard are the common forms 
of adulteration practiced in the United States. Other oils that may be 
looked for are cocoanut, palm kernel, corn peanut, and sesame. Formerly 
water was incorporated with the fat to such an extent as to materially 
cheapen it, but this sophistication is now rare. 

Analyses of Pure and Compound Lard.—Leach gives analyses together 
with conclusions drawn therefrom as follows: 


ANALYSES OF SAMPLES ILLUSTRATING TYPES OF LARD, LARD SUBSTI- 
TUTES, AND MIXTURES. 


Butyro-refrac- 
tometer. e 
5 2 
Nitric Acid Test. | Crystallization. B eae & 4] » | 8 5 E Conclusion. 
oo| € | Bd o 
eb) Ss |868) 
Se ee 
A | Slight color.....| Lard stearin None 42-5/49-7|+0-1| 58.1) Lard 
13.) | IRGC) lemaretions oe ss se 42. |§0 \+0-2) 59-9) “* 
Geslighticolor!- --|as 4. e cc 41-5|50-1}+0.0! 58.7| <* 
D “ec ce ee ce ae ce 43 50° +0.6 63-7 ce 
E ce ce SS ce ce ce 41-3/51 +0.8 64.6 “ec 
F ce ce her. ce “ce ce 42 50.5 +o a 64.8 ce 
Ee ce cae ae 73 “ ee 42 49-7 —O-5 56.4 Leaf lard 
H | Very slight color | Beef stearin es 50 |41-2/—3-8]| 37-3] Beef tallow ; 
I | Deep-brownred| Few small |Deepcolor |42 |58-7/+8-.9|108 | Cottonseed oil 
bunches 
me Ned i ererercleiey- ovate Lard stearin ce #8 143°«(50.5|+ 1.3] 69.5] Lard and cotton- 
seed oil 
K | Very slight color | Lard and None 43 |48-5|—0-.7] 55-2] Lard and beef 
beef stearin tallow 
L | Deep brown....| Lard stearin | Deep color |43-5)51 |+1-1] 71-4 eels cotton- 
seed oi 
EVES CG 13 cio seat prot se G0 WR fees a eel Claayfl|  LDsih ie) 
N Ow ale aie evser = Lard and : ‘¢  143-5|49-1|+9-3] 54-7] Lard, beef tallow, 
beef stearin and cottonseed 
oil 


Notes on the Above Table.—It will in general be noted that adultera- 
‘tion of lard with cottonseed oil alone is indicated by an abnormally high 
refractometer number, while the presence of tallow will result in an 
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abnormally low refraction. But both adulterants may be present and 
a normal refraction result. In such a case the positive detection of one 
of them, such as the cottonseed oil by the Bechi or Halphen test, will 
indirectly show the presence of the other (tallow), and this indirect proof 
will be confirmed by crystallization. 

Samples A, B and C give reactions corresponding to normal, pure 
lard. D, E, and F show somewhat high refractometer and iodine num- 
bers, but give no direct reaction for cottonseed oil by the Bechi test. 
G, although showing low iodine and refractometer numbers, gives no 
evidence of the presence of tallow by crystallization. In fact, the crys- 
tals from this sample proved under all circumstances to be most clearly 
typical of pure lard, broad and flat plates with obliquely cut ends. 

This sample was, in fact, pure leaf lard. It is generally true that a 
stiff, strictly pure leaf lard, which both by its consistency and by its low 
iodine and refractometer numbers might suggest the presence of beef fat, 
shows on crystallization much more definitely characteristic lard stearin 
than does a whole-hog lard, whose iodine and refractometer numbers are 
more nearly the normal standard. 

In distinction from such leaf lard, a sample which may have a similar 
consistency and iodine and refractometer numbers, but which is composed 
of a whole-hog lard of a comparatively high iodine number, together with 
beef fat, gives unmistakable proof of its adulteration by its crystallization, 


METHODS OF ANALYSIS. 


Detection of Beef Stearin or Tallow.—Belfield-Gladding Microscopic 
Method.*—Dissolve 2 to 2.5 grams of the melted sample with the aid 
of heat in 7.5 cc. of ether-absolute alcohol (1 : 2), cool in ice water until a 
copious precipitate forms, filter, and wash once or twice with the ether- 
alcohol mixture. Dry at room temperature, transfer to a test-tube, and 
dissolve in 15 cc. of ether. Loosely stopper the test-tube with cotton, 
place in a vessel containing sufficient water to insure a uniform tempera- 
ture, and allow to stand for some hours until abundant crystals are formed. 
Examine under the microscope in ether as a medium or if desired in 
alcohol or oil. 

If the crystals are, however, in a pulverulent condition, a drop of 
alcohol can be used as a mountant, or oil, as preferred. Mounted under 
- a cover-glass they are examined under various powers of the microscope. . 


* Jour. Amer. Chem. Soc., 18, 1896, p. 189. 
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Figs. 272 and 273, Pl. XXXIX, show the typical appearance of pure 
lard stearin from a leaf lard of known purity, and Figs. 276, 277, and 
278, Pl. XL, illustrate beef stearin. These figures show distinctive crystal- 
lization of each form under the best conditions. The lard stearin crystals 
when thus obtained are flat rhomboidal plates cut off obliquely at one 
end, and are grouped irregularly, as if thrown carelessly together. The 
beef stearin crystals, on the other hand, are cylindrical rods or needles, 
often curved, with sharp ends, and are arranged as shown in fan-shaped 
clusters. Conditions of crystallization are frequently such as not to 
show the sharp distinctions noted above. Both forms of crystals are at 
times apt to gather in clusters that at first sight appear somewhat similar, 
and are often misleading as to their true character. It is found almost 
invariably that the beef stearin crystals gather in clusters, radiating from 
a common center or point, often with a peculiar twisted appearance, 
breaking up into little fans. Lard crystals, it is true, do not always lie 
flat in irregular groups as shown in Fig. 272, but, as in Fig. 274, form 
clusters that, unless studied carefully, might at first sight be considered 
as identical with the fan shapes of the beef stearin already described. 
It will be seen, however, that if the best possible conditions are attained, 
the crystals of lard, instead of radiating from a point, are arranged more 
like feathers or alternate leaves on a branch, each crystal being given forth 
from another close at hand. Moreover, the lard crystals are themselves 
straight and not curved, the apparent curve in the appearance of the 
clusters being, on careful examination, especially under high power, 
seen to be chiefly due to several of these straight crystals arranged at 
angles to each other. 

Even when the highest powers of the microscope are applied to the 
beef stearin crystals, they will always appear as cylindrical, sharp-pointed 
rods, some straight, others curved; while with the lard crystals they 
should be capable of showing the thin, flat, oblique-ended structure when 
examined with higher powers, even when they are arranged in the feathery 
clusters, the apparently pointed ends of some of the crystals being due 
to the fact that the plates are viewed edgewise. This is apparent in 
Fig. 275, in which the crystals are magnified to 480 diameters. 

Leys-Emery Melting-point Method.*—Place 5 grams of the warm 
filtered fat in a glass-stoppered 25-cc. cylinder, 150 to 175 mm. high and 18 


* Leys, jour. pharm. chim., [6], 26, 1907, p. 289; Emery, U. S. Dept. Agric. Bur. Anim, 
Ind. Circ., 132. 
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mm. inside diameter, add 25 cc. of warm ether, stopper, shake vigorously 
until the fat is dissolved, and allow to stand 18 hours at 20 to 25°C. Decant 
off the liquid, wash with two portions of 5 cc. of ether by decantation, 
and use a third portion for transferring to the filter. Wash with cold 
ether, using a total of 10 to 15 cc. with the aid of slight suction at the end. 
Spread out the crystals on filter-paper and when dry mix well and determine 
the melting-point in a capillary tube 1 mm. in diameter, filling so as to 
form a column g mm. high and compacting firmly by tapping. The point 
when the substance appears perfectly clear and transparent is taken as the 
true melting-point. 

Thirty samples of leaf lard gave melting-points from 63.6 to 64.1. Sam- 
ples below 63.4 are regarded as suspicious and below 63 as adulterated. 

Detection of Cottonseed Oil.—This is best accomplished by the Halphen 
test and the determination of the refraction, specific gravity, and the iodine 
number. See tables pages 528 and 529. 

Detection of Cocoanut and Palm Kernel Oils.—The Reichert-Meissl 
and Polenske numbers furnish the best evidence. The iodine and saponi- 
fication numbers also are useful in diagnosis. See table page 528, also 
figures given after descriptions of the methods. 

Detection of Corn Oil.—In the absence of cottonseed oil and sesame 
oils, as shown by qualitative tests, corn oil is indicated by an abnormally 
high refraction and iodine number, the maximum for cottonseed oil being 
usually lower than the minimum for corn oil. In case these constants are 
not decisive apply the Bémer phytosterol acetate test. According to 
McPherson and Ruth,* the crystals thus obtained from lard melt at 113°, 
those from corn oil at 127 to 128°. 

Detection of Sesame Oil.—The Baudouin and Villivecchia-Fabris 
tests are decisive for appreciable amounts. The iodine number is also 
useful. 

Detection of Peanut Oil——The test for arachidic and lignoceric acids 
should be applied. 

Detection of Nickel in Hydrogenated Lard Substitutes.—Prall-Kerr 
Method.{—Warm 10 grams of the fat with 10 cc. of hydrochloric acid 
(sp. gr. 1.12) in a test-tube on a water-bath for 2 or 3 hours with repeated 
shaking and filter on a wet paper into a porcelain dish. Evaporate off 


*Ohio Dairy and Food Com. Ann. Rep. 1906. 
} Zeits. Unters. Nahr. Genussm., 24, 1912, p. 109; Jour. Ind. Eng. Chem., 6, 1914, 
p. 207. z 
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most of the acid on a water-bath, add 2 to 3 cc. of concentrated nitric 
acid and continue the evaporation to dryness to destroy organic matter. 
Dissolve the residue in a few cc. of water and add a few drops of each 
1% solution of dimethylglyoxime in alcohol, and dilute ammonia water. 
If nickel is present a red color appears which for quantitative estimation 
may be compared with the color developed in a standard solution of a 
nickel salt. 

Iron and copper are said to interfere although the color of ferric 
hydroxide is not the same as that formed in the presence of nickel. 

Detection of Paraffin.—See page 527. 


CHAPTER XIV. 
SUGAR AND SACCHARINE PRODUCTS. 


Nature and Classification ‘of Sugars.—Of all classes of food mate- 
rials the sugars from their great solubility are the most readily available, 
and on this account are very valuable as nutrients. As in the natural 
processes of digestion the starches and more difficultly digestible of the 
carbohydrates are converted into sugar and thus rendered assimilable, 
so by processes quite analogous to those that take place in the alimentary 
tract, the chemist converts these same carbohydrates into sugar as an 
end-point for purposes of definite determination. 

The sugars are characterized by their sweet taste, their ready solu- 
bility in water, their power to rotate the plane of polarized light, and 
their insolubility in ether and absolute alcohol. 

The sugars occurring commonly in food naturally divide themselves 
into two groups: First, the Hexoses (CsH120¢) including dextrose, levulose, 
and galactose; second, the Disaccharides (Ci2H22011) especially sucrose, 
maltose, and lactose. Other sugars occurring less frequently or in smaller 
amount as well as a classification of all the food carbohydrates are given 
on pages 35-38. 

The members of both groups are intimately related. Thus by the 
ordinary process of so-called inversion sucrose, or cane sugar, belonging to 
the disaccharides, is converted by the action of heat and dilute acid into 
two sugars, dextrose and levulose, belonging to the hexoses, in accord- 
ance with the following reaction: 


C12H2011 +H20 = CeH i206 + CoH 120¢. 


Cane sugar Dextrose Levulose 
The same equation expresses also the result that takes place when 
lactose, or milk sugar, is heated with dilute acids, breaking up into dextrose 
and galactose. 
| 586 
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QOccurrence.—Sugars occur in roots, grasses, stems of plants, trunks 
of trees, leaves, and fruits, usually in the form of cane sugar, or sucrose, 
and of invert sugar (dextrose and levulose) mixed in varying propor- 
tions. 

The following table from Buignet * shows the kind and amount of 
sugars occurring in some of the common fruits: 


Cane Sugar. eae Acid. 
BE PAPPEIC OES! eis isleroicslcversisrorsise/eie 6.04 2.74 1.864 
INCAP PICS Be eee aisles cw aese cre Tite) 1.98 547) 
Pm eliSHiChenieseretesctesietesie <> -00 10.00 -661 
Whemonstes Ne. aes eee sees -41 1.06 4.706 
BI SSterae ereepeiets cis’aeis zs eieitlarsios «00 ie BS +057 
WitawDeIliesecscce sa cistiestc 6.33 4.98 =550 
FRASP DEITIES 6 o1e.o1e aisle arse einem AON Kee 1.380 
(GCOSEDErEIeS teiaaiersler is ely tl -00 6.40 1.574 
Mra esi neice ieicieisicsice 4-22 4.306 -448 
Beaches (ereen))-)-terssteis(- 216. -92 1.07 3-900 
Pears (Madeleine). .....5-5.- 526) 8.42 5 nies 
JN Do) Gols a a gerocoactiot: ne cee 5-28 8.72 I.148 
°C eosepacesaseeaoanaas 2-19 5-45 -633 
PPD ES ier tole os rernisielete Se St 5-24 2-43 1.288 
Grapes (hothouse). <.......-- ¥4 -00 17.20 SEY 
AG TERE [he 5 anon Q00ne =00 1.60 2.485 


CANE SUGAR, OR SUCROSE. 


Nature and Occurrence.—This, the most common of all the sugars, 
is nearly always understood by the unqualified term of sugar. It crys- 
tallizes in monoclinic prisms. Its specific gravity is 1.595. -Its melting- 
point is about 160°C. Its specific rotary power [@], in solutions having 
a concentration of from to to 20 grams in 100 cc. is, according to Tollens, 
66.48°. Sucrose is extremely soluble in water, which, when cold, will 
hold in solution twice its weight of the sugar. 

Cane sugar is ordinarily derived from four sources—the sugar. beet, 
the sugar cane, the maple tree, and the sorghum plant. The first two 


sources supply the principal output of commercial cane sugar, about 


half the sugar on the world’s market being furnished, by the sugar beet 
and the other half by the sugar cane. It should be understood that the 
product sucrose, or cane sugar, is chemically the same whether derived 
from either of the above sources and thoroughly refined. 

U. S. Standard Sugar is white sugar containing at least 99.5% of 
sucrose. 


* Ann. Chim. Phys., 59, 233. 
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The Sugar Cane (Saccharum officinarum) is cultivated principally in 
Louisiana and other southern states, in Cuba and the West Indies, and 
in the Hawaiian Islands. Its growth and cultivation form an industry 
in nearly all tropical countries. 

Allen * has compiled the following table showing the composition 
of the juice of the sugar cane from different localities: 


Poser ee Kind Water. Sugar. Wee ody Salts. Authority. 
Miartiniguesssteri ir Woes 18.0 Chet de ABS Peligot 
Guadaloupe .......- HAS) 17-8 9-8 0.4 Dupuy 

Berlayvanave ciel aielete = EO 1250 ILO erases Casaseca 
Gubalmerccricicics sis.s7 = 65-9 7 16.4 Bes Casaseca 
IMIEyUES THES SooGococGD 69-0 20.0 I0.0 I.0 Icery 
Ribbon canes... .-< 76.73 13-39 9-07 -39 Avequin 
planitigeacicieicisieio = 76.08 14.28 8.87 =35 Avequin 


The composition of raw cane sugar ash according to Monier is ag 
follows: 


RAW CANE SUGAR ASH. 


Carbonate of calcium.....-. eee eee rr ees) 
i beh DOLASSTUT ter rarerctan ce reas cere ceometare Sse LOESO 
modium and potassium sulphate:....-.-e sce eeeee 16.00 
Sodium ‘chlorides. icine oe ee ne eee 9-00 
milica and alumina. 9... <6. Ae vest sci cs see OKO 
100.00 


Manufacture of Cane Sugar.—The process of manufacturing raw 
sugar from sugar cane is briefly as follows: The juice is first extracted 
from the canes by crushing in roll mills and is freed from nitrogenous 
bodies, organic acids, etc., by the process of defecation, which consists 
in heating to coagulate the albumin, and nearly neutralizing with milk 
of lime, the impurities being removed as a scum. The juice is then 
subjected to evaporation and crystallization, the raw, or muscovado sugar, 
which contains from 87 to gi per cent of sucrose, being separated from 
the molasses, which is the mother liquor, by draining or by centrifugal. 

Some of the best grade of muscovado, or raw sugar, is used as ‘‘ brown 
sugar” without further refining, and much of the molasses is used as a 
table syrup and for cooking, while the lower grades of molasses are used 
in the manufacture of rum. 


LS 


* Com, Org. Anal., 4 Ed., Vol. I, p. 350. 
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The following table from Thorpe * shows the average composition 
of raw and refined sugar: 


ae Glucosel. Water. (eae Ash, 
RAW SUGAR. 
Goodkcentritugale asc secs ce: 96.5 0-75 1.50 0.85 ©.40 
OOTCERETIIUG Ale seins cle cre 92-0 2.50 3-00 a7 5 0.75 
Goodimuscovado. =. .5:2-.s-5- gI-o opal 5-00 TO 0.65 
Poor muscovadd .s->..02°.cee 82.0 7-00 6.00 3-50 1.50 
IMolassesisugali-a\-sjel.0s ine oe 85-0 3-00 5-00 5-00 2.00 
accatyeSuvaran vermis weit aces 75-0 II.00 8.00 4-00 2.00 
Manila Sugars cas ctses selec ce 87.0 5-50 4.00 ane 1.25 
Becusugalwusheencescajecs sere < 95-0 0.00 2.00 es I-25 
iBeetisupaismod meee enc ce fees - gI.o 0.25 3-00 Bees 2.50 
REFINED SUGAR. 
Granulated sugar eases see 99-8 0.20 ©.00 ©.00 0.00 
Wihitercotice:supar-- cmc. sie gI-o 2.40 5-50 0.80 ©. 30 
Walltony XC CO ati, Saqeao6unbe 87.0 4-50 6.00 T50 I.00 
Wellow (Supatenn to. <cev-sie\siss ae 82.0 FE5O 6.00 2.50 2.00 
Barre lasuparegen amo semi scicee 40.0 25.00 20.00 10.00 5-00 


1 The term ‘‘glucose’’ includes sugars which reduce Fehling’s solution, but are not necessarily 
optically active. 


The following minimum and maximum figures are taken from analyses 
made by Babington + of twenty-two samples of brown sugar and thirty- 
one samples of molasses. 


BROWN SUGAR. 


IPCC MPOILIZION. Sci s cies oc Passio eee oP o4e tom 87 
Invert Soret ee ganna se te Jee 27e ats 2G 
SRS" ISG Sas I A Ae wre hO355 eeOrss 
Reducing sugar........ Ae eae oe eae Aan ate 6 
PIOIMUCr heck Sheets uss PE etc st oe ke ee Reg et 6 
UN Siesta ct emi gies d » Saslais eusie cielo wis s 2 a\ae 8 we vee Oro, 3.0 
MOLASSES. 

Directspolarization.. ...---< sts. 004- ee ek. Maen Ge) 
Invert be SA SAREE eee fest HO Rn ee OL 
Spice rome UNO LETO Cl 01s. 152 «= in.=-'2's 41s Preis © Kees Le 
RCaNCUN IG UIOAN taco. «sce oh w= «2 Sa<ie's oes 6 ee ee eee 
Mloistute: 2. <2 - if RS pene ee Pa PE RY, 
SOIR Se no Gea eB ie Ur aera eae A Orne aed, 


* Outlines of Industrial Chem., p. 333. 
{ Can. Inl. Rev. Dept. Bul. 25. 
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The Sugar Beet (Beta vulgaris) is grown chiefly in France and Ger- 
many, and to a lesser extent in Holland and England. The successful 
growth of the sugar beet in the United States is confined mainly to Cali- 
fornia, Colorado, Utah, and Nebraska, and the entire output of beet sugar 
in this country is comparatively small. 

According to R. Hoffmann, sugar beets have about the following 
composition, three types being selected—first, those poor in sugar; second, 
those having a medium sugar content, and third, those rich in sugar: 


COMPOSITION OF THE SUGAR BEET. 


First Type. Second Type. Third Type. ; 
\ WISI s conbaspocud Goo Ora deuaaeuabos 89.20 83-20 75.20 
WIENS 6 6 Bonoeme odes Ss eceEeOGEGEUUS Oo 4.00 9-42 15.00 
Nitrogenous compounds. ............-.- I.00 1.64 f 2.20 
Non-nitrogenous compounds: 
SOUS coonecscdsoouscodcosneasasas 4-13 3-34 4.23 
Imsoltibles (cell tl occ) eeererseteteetter etter I.O1 1.50 2.07 
INS Redcea donno gop Sod SEasenbononaH W0 0.66 0.90 T30 
100.00 100.00 I0O0.00 


The following is the mean composition of ten samples of California 
sugar beet: * 


Per cent: juicevextracted ...s+e sae eet 61.38 

Spechic gravity. <<... oxen ere Rests 1.062 to 1.075 
Per icent-of reducing Sugars... -. cere ee 0.91 

Perccent Of SUCrOSec rick on sot cats Acree ere 14246 

TV otal solid sued Cha ted nao. aet ree ee 16.58 

PLotal solids weighed... 20-2 -2osa. 0s see 17.20 

Per Cent Ol gASIAs rae a avxee he a eee 0.994 


The composition of beet sugar ash according to Monier is as follows: 


RAW BEET SUGAR ASH. 


Carbonates of potassium and sodium..............:... 82.20 
Carbonate ofscalcium: ..22422t.2s ¢2rbcees en ee eee eee 6.70 
Potassium and sodium sulphate and sodium chloride. ... 11.10 


100.00 


Manufacture of Beet Sugar—In making raw sugar from sugar beets 
the latter are first washed and sliced by machinery and the juice extracted 


* U.S. Dept. of Agric., Div. of Chem., Bul. 27, p. 202. 
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by diffusion ox digestion with warm water. The juice is then clarified 
or defecated in much the same manner as that from the sugar cane, after 
which it is usually bleached with sulphur dioxide. 

The subsequent evaporation and crystallization are carried out usu- 
ally in vacuum pans, and the sugar separated out by centrifugals. 

Beet sugar molasses is unfit for food, due to the presence of nitroge- 
nous bodies, which give it a very unpleasant taste and smell. 

Process of Refining.—In refining raw sugar, a syrup is made, which 
is subjected to centrifuging and further defecation, using lime, clay, 
liquid blood, calcium acid phosphate, and other substances as clarifiers. 
The syrup is then filtered, first through cloth bags and then through 
bone char, after which it is evaporated and allowed to crystallize, the 
resulting granulated sugar being separated, as in the case of raw sugar, 
by centrifugal machines. 

Granulated Sugar of commerce is without doubt the purest food product 
on the market, being generally 99.8% sucrose. It is usually treated with 
an extremely weak solution of ultramarine to counteract the natural 
yellow color. 

The syrup from which the granulated sugar is separated forms the 
‘*solden,” or ‘‘drip,” syrup used on the table. Its typical composition 
‘s as follows: Sucrose, 40%; reducing sugars, 25%}; water, 20%; organic 
natter, 10%; ash, 5%. 

The dry sugars, whether white or brown, are rarely subjected to 
adulteration. 

Maple Sap.—The sap of the maple tree, Acer saccharinum, or Acer 
barbatum, furnishes a sugar considerably prized for its peculiar flavor. 
The maple sugar industry is largely confined to the northeastern states 
and to Canada, and the maple sugar season is generally limited to six 
weeks or two months in the spring. 

The following are minimum and maximum figures from the analyses 
of five samples of maple sap made in Massachusetts: 


DCCHIC PIAVILY nes eae vee ven) f-4 3 slo ea 1.007 to I-015 
SUTIN ose eg cons aces 0.769 “ 2.474 
etuciie Sugar a: ina. ee ~ o--'e - Pelee aiate eeti oes EvGOE2 


The ash of maple sap varies from 0.04 too.1 percent. Albuminoids 
are present in amount varying from 0.008 to 0.03 per cent. 

Maple Sugar and Syrup are made by simply boiling down the sap 
to the proper consistency, usually in open pans, and removing the scum 
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with great care, since this contains nitrogenous matters that would cause 
fermentation in the finished product. Pure cane sugar is never com- 
mercially produced from the maple sap, since the refining process would 
deprive it of the flavor which gives to maple sugar the chief value. 

McGill gives the following as the average analyses of six samples 
of maple syrup of known purity: 


By Copper. 
Saccharim- | Saccharim- | Cane Sugar }——_——_—___|__ Agh, Water. Solids. 
eter Direct. | eter Invert. |} by Clerget. Reducing B - 
Sugar, ane Sugar. 


| 


The variation in the composition of pure maple products is shown 
by the following table compiled by A. H. Bryan * from analyses published 
by Hortvet,t Jones,t and Winton§, and some sixty analyses made at 
the sugar laboratory of the Bureau of Chemistry, U. 5. Department of 
Agriculture. . 


Maple Sugar. Maple Syrup. 

Mini- Maxi- aN Mini- Maxi- 

mum, | mum. |Average.| mum. | mum. |Average. 
Wialtene mee eis tierceictoreron incor eit orers DEF, CENt}EI3 2O5 5 Er Oo seers Not m Jore tha |n 32.00 
Direct polarization’. <j... -- =i. ee 7.2) Olan 7a ete Sr Omen O2e2 
Pnvertssuigar .. sse\acsnon- sce ae TeTOmi| O37 dee oeee O23 4 Oe E7 
ILaeyel men Se o cok otocoocoshacdadusbHe T2035 | 22450 |b 228 sete 1 One| meee Ome mee 
Total ashy sic, .ssicte% seize. oistels.- Suche per cent] 0.64 Pae2 0.91 0.46 TOL 0.60 
SOlupletash nae. scr stem eet cies eee ce Cucky |) @s07/ || OS® Be |) Cag | Sage 
InpOWiNle@Ea 665 s5occcecguacac vy O=207)| 0207) | On40" | lO: EA inO, SOMO 
Alkalimtysotsolublevashieassce ese 0240) |; 0205>5| 0703))| @2205) soc68| mona 
Alkalinity of insoluble ash ...........-- 0.55 1-4 2m ||) (OnO4 a Ons 0.94 | 0.54 
Ratio of insoluble to soluble ash ........ ©. 50% ||2-20 CO} M0260 4532 20 eo 
lodinesreaction® evecemtyse t meee ee al Gee lace eee none: jr ese none 
Polarization at 87° after inversion....°V.] —2.0 | +2.0 |....... = 250) | -|-220 
IMalictacidtvalue tae ee. seen 0.65 AO WOE O74 1 eel 7ONl Ong os 


In the table which follows appear the maximum, minimum, and average 
results obtained in the four most extensive investigations of genuine maple 


*U.S. Dept. Agric., Bur. of Chem., Circular No. 40, p. 10. 
y t Jour. Am. Chem. Soc., 26, 1904, p. 1523. 
x! Vt. Agric. Exp. Sta. Rep., 1904, p. 446; 1905, p. 315. 
§ Jour. Am. Chem. Soc., 28, 1906, p. 1204. 
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syrup which have yet been undertaken * as compiled by Snell and Scott. 
The electrical conductivity and volumetric lead values are not included. 
(See pages 659 and 661.) 


SUMMARY OF ANALYSES OF MAPLE SYRUP BY DIFFERENT ANALYSTS 
CALCULATED TO THE DRY SUBSTANCE. 


Ash. ee oe Lead No. 
"of Win. | Malic 
Sam- Win- | ton We 
ples. Total. Sol- Insol- | Sol- | Insol- | Cana-| ton (25 g. 
uble. uble. uble. uble. dian. | (25 g.| Dry 
Syrup) | Mat- 
ter) 
Maximum: 
Bry alee eicia-k pene || Beatie || SeOeP Ni Be sope I) ee ZOSi Li ners Lee | ros on 1.60 
WONCS 3 tp-cysees IS | 50) | CGA OLGA TAS aa exer acre liesier s: casll tee eres Tour 
McGill eon ESI) Tea stehel | Menon] CONG PSA ka omraridl lee o5.0% i | Ooi eo oeoe 1.16f 
Snell and Scott.| 126 | 1.58 | 0.77 | 0.92 | 103 2Ol ees Onl praer 4.09 | 1.46 
Minimum: 
Biya econ 481 | 0.68 | 0.35 | 0.23 4l ATE here heres Kalle ob ie ©. 29 
JONES an sesh en ASimsOn7 7110245) \0n25 46 5 Sha eegeniellicxstcene raion 0.65 
McGileyee- HES || @lOe\-4) Ze Onell camaciloacoo. TS 7 EROS || bea eet ©. 30f 
Snell and Scott.) 126 | 0.61 | 0.30 | 0.16 51 NVA BEGIN Woon ncaa 1.41 | 0.38 
Average: 
BTV AM ie sclee- 481 || 1.00 | 0.63 | 0.37 75 Oa \esvenee 27 Ol ea 0. 84 
JoneStes 2. AS. 48 | 0.92 | 0.58 | 0.34 79 ESA ltrecr rietee be cnc eel Meats oot 0,82 
MaGill OMI ONSONINON SOs OL337y ste .uellt a, ame 2 Souler. 7 67 aan °.77f 
Snell and Scott.| 126 | 0.88 | 0.48 | 0.40 CJ} |) Ge) |) ZWS Nec oo we 2130 |.On75 


* 115 samples. Tt 47 samples. ft 452 samples. 


A summary of 363 analyses of authenticated samples of maple sugar 
by A. H. Bryant with the collaboration of Straughn, Church, Given, 
and Sherwood appears in the table which follows. The analyses were 
made on syrup prepared as described on page 656, but the results are ca!- 
culated to the dry basis. 


* Bryan, U. S. Dept. of Agric. Bur. of Chem. Bul. 134, 1910; Jones, Vt. Agr. Exp. Sta. 
Rep., 1904-5, p. 315; McGill, Lab. Int. Rev. Dept. Ottawa Bul. 228, 1911; Snell and Scott, 
Jour. Ind. Eng. Chem., 6, 1914, p. 216. 

+ U.S. Dept. of Agric. Bul. 466, 1917. 
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Number Insol- Winton | Malic 
aca | Sucrose) Gaver’ | TAs | Sach | yble |"nined | Lead | Acid 
yses 

United States: 283 
IMasaimtinas 9) acloer 98.62 | 37.30 | 1.66 TATA OFOr 5.84 4.95 ey 72 
IVErmauiraaruiiera ye ss tents ere 5704 Or OOM Or Ol Ons 7 121 ©.00 1.85 Oust 
IAVET ASCs wets |e aoe 91.89 5.46 | 0.95 0.62 0.33 i279 2.68 0.91 

Canada: 80 j 
Mpp chanel Salle pemne oo OOn 5 Oi 35220) Ned. 70 O50 EOOlM |) Sisto 4.14 suit 
Wherein. Sle ogospe 58.92 0.88 | 0.76 0.31 0.24 | 0.02 1.86 0.62 
INVCTAG Ostet |lteteiepeil cre 86.46 |) 8.76") p00) C761 On45 ale sO 3.04 TOs 


* Determinations on 308 samples by Ross modification; Max. 5.90, min. 2.20, av. 3.50. 


Partial ash analyses of maple products and brown sugar have been 
made by Jones * with the following maxima and minima results: 


too Parts of Ash Contain Ratio of 
Number 
Olen 
Analysis. 
CaO. K20. SOs. |CaO to KxO/CaO to SO3|K:O to SOs 
X 100. X 100. X 100. 
Maple syrup: Min.... 6 18.03 | 30.00 0.68 150 Bel 1.9 
Milerxreuer 23-98 | 38.98 2230 181 eT) Wie 
Maple sugar: Min.... 4 Meso || 33-0 RIRT 57 BAe Bait 
Max.... 31-74 | 32-95 | 2.42 153 10.4 9-4 
Brown sugar: Min... . 4* Resp Wee 2 4.58 257 24 Ir 
Maxerer 25202) 55240: | 7 a7o 949 157 58 


* Including one analysis by Hortvet. 


U. S. Standards for Maple Products——Maple Sugar is the solid 
product resulting from the evaporation of maple sap, and contains in the 
Water-free substance not less than 0.65% of maple sugar ash. 

Maple syrup is syrup made by the evaporation of maple sap or by the 
solution of maple concrete, and contains not more than 32% of water 
and not less than 0.45% of maple syrup ash. 

Adulteration of Maple Sugar and Syrup.—The chief adulterants of 
maple sugar are brown, or molasses sugar, and white, or refined sugar, 
the latter being often used in mixture with burnt or inferior maple stock, 
which itself would be abnormally dark in color and of a rank taste. 
Maple syrup is commonly adulterated with a syrup made from refined 
cane sugar, less often with golden or drip syrup, or molasses. Glucose, 
which formerly was a common adulterant, is now seldom employed. 


* Loc: cits; 1905) pa 3ate 
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Refined Sugar or refined sugar syrup added to maple products, while 
not greatly affecting the polarization, diminishes the percentage of total 
ash and the lead number, as well as the malic acid value and ash constants. 

According to analyses by Jones and Hortvet, brown sugar of various 
grades contains from 0.59 to 4.33% of total ash, some of the grades with 
low ash content, or syrups made from them, not being distinguishable 
from maple sugar or maple syrup respectively by this determination alone; 
the ratio of insoluble to soluble ash, however, is commonly higher in 
brown sugar than in maple products. It is frequently possible to identify 
brown, or molasses sugar, especially when it forms the larger portion 
of the alleged maple sugar or syrup, by the physical sense of taste. When 
the perfectly characteristic taste of brown, or molasses sugar, or of ‘‘ drip 
syrup,” so far predominates over the maple flavor as to be unmistakable, 
especially in cases where the maple flavor is entirely lacking, one need 
have little hesitation in condemning the product. 

Glucose in maple products is detected by polarization both before and 
after inversion. A reading of the inverted solution much in excess of 
3° Ventzke at 87° C. furnishes evidence of the presence of this adul- 
terant. . 

Sorghum (Andropogon sorghum, variety saccharatus) has for many 
years been grown quite extensively in the southern and western states, 
and used as a source of syrup which is highly prized because of its distinc- 
tive flavor. 

Much experimental work was carried out by Collier * in the early 
eighties and prior thereto with the belief that the sorghum plant would 
become an important source of commercial crystallized sugar, but experi- 
ments were at length abandoned. 

The composition of the juice of the sorghum plant is shown by the 
following results of analyses of eleven varieties made by Hardin. 


pRota solids. sess ‘Qe SEE ae cise is OP LO-1S= 70 
Specine Pravity...------b..-<s-<2------ 1.0656 to 1.0775 
BONS HOUCUCAL acts se') «so «oe a 2 = oo 5EO2) § 1Onio. 02 
Cane SU Cates ste ccciet = Baer OE 2.005 tO 5 S.0% 
ir CC CII PACD SATS 134 cre en/o\e ic S02 5207s fe eae sO Tan tus, 7.855 


Some varieties of sorghum juice have been known to contain 15 or 
even 17% of sucrose. 


* See numerous government reports. 
7 Uns. DeptsAgrica Div. Chem, Buls37,\p. 75. 


596 FOOD INSPECTION AND ANALYSIS. 


In making syrup from sorghum, the ripe canes are crushed, the juice 
is heated with milk of lime, and the scum removed. The juice is then 
concentrated usually in open pans to the required consistency. 

The following analysis of sorghum syrup is by Jordan and Chesley.* 


eLotal solids! seme rete cei sacs ates os he steerer ee 74.63 
SUICFOSC in ese aster te Oe cree lege tesa cia ose yense arborea 40.00 
Reducing Sugars eer ptiee <le oon g alates ole ayelage ouster ane 28.42 
(GUIs dex Ua CUVESe.ye oetsts foie <1 oe, 01 eee eee 4-03 
UNC URS. 5 Sial irre een EA OS SOE RS es PSEC ran 2.82 
Acidity as. tartaric 2.2 ssck222 tears es ae 0.79 


GRAPE SUGAR, OR DEXTROSE. 


Dextrose (CgHj206+H2O), designated d-glucose by Fisher and 
known in its commercial form as starch sugar, occurs in honey with 
levulose, and in fruits with both levulose and cane sugar. It is produced 
by the action of dilute acids or of certain ferments on starch, dextrin, 
or cane sugar. Grapes contain about 15% of dextrose. Anhydrous 
dextrose is soluble in 1.2 parts of cold water. It is soluble in alcohol, but 
less so than cane sugar. It is much less sweet than cane sugar. 

The specific rotary power of dextrose is 


[a]p=52-3, [a]j=58. 
A normal solution of dextrose on the Soleil-Ventzke scale polarizes at 
78.6°. For the commercial preparation of dextrose see p. 598. 

U. S. Standards for Various Sugars.—Siandard 70 sugar, or brewers’ 
sugar, is hydrous starch sugar containing not less than 70% of dextrose, 
and not more than 0.8% of ash. 

Standard 80 sugar, climax, or acme sugar, is hydrous starch sugar 
containing not less than 80% of dextrose, and not more than 1.5% of ash. 

Standard anhydrous starch sugar is anhydrous starch sugar contain- 
ing not less than 95% of dextrose without water of crystallization, and 
not more than 0.8% of ash. 

The ash of these standard products consists almost entirely of chlorides 
and sulphates of lime and soda. 


LEVULOSE. 


Levulose, also known as d-fructose and /-d-fructose, occurs in foods 
as the product of inversion of cane sugar. It is prepared by the action 


* Jour. Ind. Eng. Chem., 9, 1917, p. 256. 
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of dilute acids on inulin. Normally it is in the form of a syrup, but 
with extreme care pure anhydrous levulose can be obtained. Diabetene 
is a commercial form of dry levulose. Levulose is formed with dextrose 
in the inversion of cane sugar (page 586), and with dextrose occurs in honey 
and in many fruits. The specific rotary power of levulose varies with 
the temperature. At 15° C. [a]p=—98.8°, decreasing by 0.6385° for 
each degree increase in temperature. Its left-handed reading on the 
Ventzke sugar scale at 15° C. is equivalent to 148.6°. Levulose is sweeter 
than dextrose. Its reducing power on Fehling’s solution is assumed 
to be the same as that of dextrose. 


MALT SUGAR, OR MALTOSE. 


Maltose (C,,H,.O,,+H,O) is of little importance from the standpoint 
of the food analyst, excepting as an ingredient of commercial glucose, 
and as being the sugar produced by the action of ptyaline, the ferment 
of the saliva on the starch of food in the ordinary process of digestion. 
When gelatinized starch is subjected to treatment with malt extract at 
55° to 60°C., it is converted into dextrin and maltose as follows: 

T0Cy2H 29019 + 8H20 = 2C1 2H 29010 + 8C12H 22011. 
3 Starch Dextrin Maltose 

In its commercial preparation maltose is separated from dextrin by 
crystallization in alcohol. By the action of weak acids and heat both 
dextrin and maltose are further converted into dextrose. 

Maltose usually crystallizes in minute needles, and its molecule of 
water is expelled at 110°C. It is somewhat less soluble in water than 
dextrose. It is slightly soluble in alcohol, though less than sucrose. So- 
lutions of maltose possess the property of birotation; i.e., when freshly 
prepared they do not at once assume their true optical activity. The 
rotation of a freshly prepared solution of maltose increases on standing, 
requiring several hours to reach its maximum. The specific rotary 
power, according to O’Sullivan, of anhydrous maltose is [a]5>= 130.2, 
[a],=154.5. For hydrated maltose [a], would thus be 132.2. 

A normal solution of maltose hydrate on the Soleil-Ventzke scale should 
polarize at 198.8°. : 


DEXTRIN. COMMERCIAL GLUCOSE. 


DEXTRIN, (C,H,,O,)», possesses more the nature of a gum than of a 
sugar, and is sometimes called British gum. It is said to occur naturally 
in the sap of various plants, but this is not definitely assured. 
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It undoubtedly occurs in beer and in bread crust, and is one of the 
constituents of commercial glucose. Like starch, it is convertible by 
hydrolysis with acid into dextrose. By treatment of starch with malt 
exiract or diastase, starch is converted into dextrin and maltose, these 
two bodies being separated, in the commercial preparations of dextrin, 
by repeated treatment with alcohol. 

Dextrin is an uncrystallized, colorless, tasteless body, capable of 
being pulverized. It is readily soluble in water, slightly soluble in dilute 
alcohol, but insoluble in alcohol of 60% or stronger. It is not colored 
by iodine, and exercises no reducing action on alkaline copper solution. 
Its specific rotary power is [a]p=200, [a]j= 222. 

Amylodextrin, erythrodextrin and achroodextrin are intermediate 
products formed in the transformation of starch into dextrose. Amylo- 
dextrin is colored purple and erythrodextrin red by iodine solution, while 
achroodextrin produces no coloration. It is probable that some of these 
dextrins are not simple substances. 

Commercial Glucose, otherwise known as mixing syrup, crystal syrup, 
and starch, or corn syrup, is a heavy, mildly sweet, colorless, semi-fluid 
substance, having a gravity of 4o° to 45° Baumé. It is largely used as 
an adulterant of maple syrup, molasses, honey, drip syrup, and jellies 
and jams, and as an ingredient of confectionery. 

In France and Germany it is made from potato starch, but in the United 
States mainly from corn starch. The conversion is effected by boiling 
with dilute sulphuric or hydrochloric acid, after which the acid is neutral- 
ized with marble dust, or sodium carbonate respectively, the juice is 
filtered through bone black, and finally concentrated by evaporation, 
the degree of conversion and of concentration depending on whether 
the liquid glucose or the solid dextrose is wanted for the final product. 
The end product obtained by complete conversion is the dry commercial 
grape sugar, or dextrose, which is purified by repeated crystallization. - 

Commercial glucose is a mixture of dextrin, maltose, and dextrose 
ef the following varying composition: 


OX UILD re coe ce es ee eee er ee 29.8% to 45.3% 
MaMlOSeSaro- . sete sine Gomme amas 426% 22-1089, 
DOR tPOSC no hrs ee 34.3%. 26.65% 
ASH: ccpois cin sia. iret eee 05327. Osea”, 


Water... woes sss seeeeoecececs 14.32% 17 22% 
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Calcium sulphate is usually found in the ash if sulphuric acid was used 
for conversion. . 

Solid commercial grape sugar, or dextrose, has the following com 
position: we 


Decrees. Ses o% 9.1% 
REALGSe ass elas ees 2 0% 1.8% 
DICRETOS Ete sii aie a's 0 3 « 72% 99-4% 
BASAE Ay otk. wah tiie eas. Was 0.3% 0.75% 
BN ALCE a Settee sala o's Seiote 0.6% id 


U.S. Standard glucose, mixing glucose, or confectioners’ glucose, is color- 
less glucose, varying in density between 41° and 45° Baumé, at a tempera- 
ture of 100° F. (37.7° C.). It conforms in density, within these limits, to 
the degree Baumé it is claimed to show, and for a density of 41° Baumé 
contains not more than 21% of water, and for a density of 45° not more 
than 14%. It contains on a basis of 41° Baumé not more than 1% of 
ash, consisting chiefly of chlorides and sulphates of lime and soda. 

Healthfulness of Glucose.—The analyst alleging commercial glucose 
as an adulterant is frequently asked in court as to its healthfulness, so 
that the following conclusions of a committee appointed some years ago 
by the National Academy of Sciences to ascertain among other things 
whether there is any danger attending the use of this product in food are 
in point: ‘‘First, that the manufacture of sugar from starch is a long- 
established industry, scientifically valuable and commercially important; 
second, that the processes which it employs at the present time are unob- 
jectionable in their character and leave the product uncontaminated; 
third, that the starch sugar thus made and sent into commerce is of excep- 
tional purity and uniformity of composition and contains no injurious 
substances; and fourth, that though having at best only about two- 
thirds the sweetening power of cane sugar, yet starch sugar is in no way 
inferior in healthfulness, there being no evidence before the committee 
that maize starch sugar, either in its normal condition or fermented, has 
any deleterious effect upon the system, even when taken in large quan- 
tities.” 

MILK SUGAR, OR LACTOSE. 

Lactose (C,,H,.0,,+H,O) is prepared commercially from skim- 
milk by coagulating with rennet and digesting the whey with chalk and 
aluminum hydroxide. The insoluble matter is filtered out, and the 
filtrate is concentrated in vacuo to a syrup, which, on standing, yields 


600 FOOD INSPECTION AND ANALYSIS. 


crystals of lactose. The product is purified by repeated crystalliza- 
tion. 

Lactose ordinarily crystallizes in rhombic, hemihedral crystals. Its 
specific gravity is 1.525. Its water of crystallization is lost by drying at 
130°C. It is soluble in 6 parts of cold water, and in 24 or less of boiling 
water. It is insoluble in absolute alcohol and ether. It has a very slightly 
sweet taste. 

The specific rotary power of milk sugar, after remaining in solution 
long enough to overcome its birotation, is 


Pea aye 


. In the ordinary souring of milk the lactose becomes converted into 
lactic acid. 

On heating lactose with dilute acids it undergoes inversion, forming 
dextrose and galactose in accordance with the formula given on p. 565, 
illustrating the inversion of cane sugar. 

Milk sugar is of considerable importance by reason of the large amount 
used of late in the preparation of modified milk for infant feeding. 

Grape sugar and cane sugar are to be looked for as adulterants of 
milk sugar. 

The purity of milk sugar is best established by titrating against Feh- 
ling’s solution, 10 cc. of which are equivalent to 0.067 gram of lactose. 


RAFFINOSE. 


Raffinose, C,sH;,0;,5H,O, is a sugar belonging neither to the saccha- 
rose nor the glucose group, but to the so-called saccharoid group, the other 
members of which do not occur in foods. 

Raffinose occurs in beet root molasses to the extent of from 3 to 4 
per cent. It is a crystalline, slightly sweet substance, soluble in water 
and slightly soluble in alcohol. It does not reduce Fehling’s solution, 
but readily undergoes fermentation with bottom yeast. On inversion. it 
splits up into levulose and melibiose (C,,H,,O,,). 

The melting-point of raffinose is 118° to 119°C. Its specific rotary 
power [a]p>=+104.5 at a temperature of 20° C. 


THE POLARISCOPE AND SACCHARIMETRY. 


A full discussion of the principles of polarized light and even a detailed 
description of their application to the polariscope will not be given here, 
but the reader who wishes full information along this line is referred to 
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the various treatises such as those of Browne,* Landolt,t Rolfe,t 
Spencer,§ Tucker, || and Wiechmann,§/ in which _various forms of 
polariscopes are described and their underlying principles discussed. 

The Soleil-Ventzke Saccharimeter is the one most commonly used 
in this country, being adopted as the standard for all United States govern- 
ment work. Fig. 102 shows this instrument, known as the half-shadow 
apparatus, in its simplest form with a single movable wedge in its com- 
pensating system. 

An excellent light for work with this instrument is that furnished by 
the Welsbach burner, a convenient form of lamp being shown in Fig. 111, 
in which the burner is inclosed in a sheet-metal chimney of suitable con- 


Fic. 102.—Single-wedge Saccharimeter. 


struction. An argand, gas, or kerosene burner may, however, be used, 
and in a late form of Schmidt and Haensch instrument, Fig. 103, a spe- 
cially constructed incandescent electric lamp is supplied. 

The International Commission for Uniform Methods of Sugar Analysis 
at its seventh session held at New York, 1912, passed the following resolu- 
tion based on studies by A. H. Bryan: ‘‘ Wherever white light is used in 
polarimetric determinations, the same must be filtered through a solution 
of potassium bichromate of such a concentration that the percentage con- 


* Handbook of Sugar Analysis, New York, 1912. 

+ Optical Rotation of Organic Substances, trans. by Long, Easton, 1902. 

¢ The Polariscope in the Chemical Laboratory, New York, 1905. 

§ Handbook for Sugar Manufacturers and their Chemists, New York, 1905. 
|| Manual of Sugar Chemistry, New York, 1905. 

Sugar Analysis, New York, 1914. 
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tent of the solution multiplied by the length of the column of solution in 
centimeters is equal to nine.” 

The Single-wedge Saccharimeter—The following description of the 
saccharimeter and directions for its use are from the revised regulations 
of the U. S. Internal Revenue Department. The tube N, Fig. 102, con- 
tains the illuminating system of lenses and is placed next to the lamp; 
the polarizing prism is at O and the analyzing prism at H. The quartz 
wedge ccrapensating system is contained in the portions of the tube marked 
FEG and is controlled by the milled head M. The tube-J carries a small 
telescope, through which the field of the instrument is viewed, and just 
above is the reading-tube K, which 1s provided with a mirror and magnify- 
ing lens for reading the scale. 

The tube containing the sugar solution is shown in position in the 
trough between the two ends of the instrument. In using the instrument 
the lamp is placed at a distance of at least 200 mm. from the polarizing 
end; the observer seats himself at the opposite end in such a manner 
as to bring his eye in line with the tube J. The telescope is moved in or 
out until the proper focus is secured to give a clearly defined image, 
when the field of the instrument will appear as a round, luminous 
disk, divided into halves by a vertical line passing through its center, 
and darker on one half of the disk than on the other, when the com- 
pensating quartz wedge is displaced from the neutral position. If the 
observer, still looking through the telescope, will now grasp the milled 
head M and rotate it first one way and then the other, he will find 
that the appearance of the field changes, and at a certain point the 
dark half becomes light and the light half dark. By rotating the milled 
head delicately backward and forward over this point he will be able to 
find the exact position of the quartz wedge operated by it, in which the 
field is neutral, or of the same intensity of light on both halves. The 
three different appearances presented by the field are shown in ws 106, 
opposite page 605. 

One of the compensating quartz wedges is fixed and the other is 
movable, sliding one way or the other according as the milled head is 
turned, so that for different relative positions of the two wedges a different 
thickness of’ quartz is interposed in the path of the polarized ray. By 
this means the amount of the rotation which the sugar solution or other 
optically active substance examined exerts upon the light polarized by 
the prism at O may be, as it were, counteracted by varying the relative 
position of the wedges. 
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With the milled head set at the point which gives the appearance of 
the middle disk shown in Fig. 106, the eye of the observer is raised to the 
reading tube K, which is adjusted to secure a plain reading of the divisions, 
and the position of the scale is noted. It will be seen that the scale proper 
is attached to the quartz wedge, which is moved by the milled head; 
and attached to the other quartz wedge is a small scale called a vernier, 
which is fixed, and which serves for the exact determination of the posi- 
tion of the movable scale with reference to it. On each side of the zero 
line of the vernier a space corresponding to nine divisions of the movable 
scale is divided into fen equal parts. By this device the fractional part 
of a degree indicated by the position of the zero line is ascertained in 


Fic. 103.—Double-wedge Soleil-Ventzke Saccharimeter, mounted on Bock Stand and 
provided with Incandescent Electric Lamp. 


tenths; it is only necessary to count from zero until a line is found which 
makes a continuous line with one on the movable scale. 

With the neutral field, as indicated above, the zero of the movable 
scale should correspond closely with the zero of the vernier, unless the 
zero point is out of adjustment. 

Adjusting the Instrument.—lf the observer desires to secure an exact 
adjustment of the zero of the scale, or in any case if the latter deviates 
more than two-tenths of a degree, the zero lines are made to coincide by 
moving the milled head and securing a neutral field at this point by 
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means of the small key which comes with the instrument, and which 
fits a small nipple on the Jeft-hand side of F, the fixed quartz wedge of 
the compensating system. This nipple must not be confounded with 
a similar nipple on the right-hand side of the analyzing prism H, which 
it fits as well, but which must never be touched, as the adjustment of 
the instrument would be seriously disturbed by moving it. With the _ 
key on the proper nipple it is turned one way or the other until the 
field is neutral. Unless the deviation of the zero be greater than o0.2° it 
will not be necessary to use the key, but only to note the amount of the 
deviation, and for this purpose the observer must not be content with 
a single setting, but must perform the operation five or six times and take 
the mean of these different readings. If one or more of the readings 
show a deviation of more than 0.2° from the general average they should 
be rejected as incorrect. Between each observation the eye should be 
allowed a moment of rest. 

The Scale usually has 110 equal divisions on one side of the zero fot 
reading right-handed polarization, and 20 equal divisions on the othex 
side for left-handed polarization. The scale is an arbitrary one, based 
on the plan that a normal aqueous solution of pure cane sugar (26.048 
grams made up to too cc.) will read exactly 100° or divisions to the right 
of the zero when polarized in a 200-mm. tube. 

The accuracy of various portions of the scale may be verified by 
quartz control plates of varying thickness, usually mounted in tubes, 
the correct polariscopic reading of each of which plates has been accurately 
determined, this reading being as a rule marked on the tube. As the 
sugar value of such a quartz plate varies with the temperature, the 
temperature at which the particular reading marked thereon applies is 
usually specified, and in many cases a table giving its exact value at 
different temperatures from 10° to 35° accompanies the plate. 

The Double-wedge Saccharimeter is shown in Fig. 104, the peas 
of the optical parts being also shown. 

In this instrument the two sets of wedges employed are of oppo- 
site optical properties, so that extreme accuracy may be arrived at by 
making the readings with both, the inaccuracies of one being compen- 
sated for by the other. Ordinarily in using this form, one movable wedge, 
say the one controlled by the right-hand milled screw head, is set at zero, 
while the reading of the sugar solution or other substance to be polar- 
ized is made with the other movable wedge. 

The Triple-field Saccharimeter.—The latest form of saccharimeter 
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Fic. 104.—Triple-wedge, Triple-field Soleil-Ventzke Saccharimeter. 


is the triple-field instrument, the construction of the polarizer being 
shown in Fig. 105. 

In this form the analyzer is the same as in the fore- 
going instruments, but the polarizer consists of one large 
and two small Nicol prisms I, II, and III, the construction 
and arrangement being such that when the compensating 
wedges are at the neutral point, sections 1, 2, and 3 of 
the circular field (corresponding respectively to the prisms 
J, IJ, and III) are evenly lighted, forming a circular /| 
uniformly colored field, while in any other position of & a 
the wedges section 1 is dark while 2 and 3 are light or 
vice versa. The accompanying diagram, Fig. 106, shows 
the appearance of the field of this instrument in the three 
positions of the quartz wedge, viz., at the neutral point 
and at both sides thereof. 

The lamp used for illumination should be separated . 5 
from the polariscope on account of the influence of its Fic. 105. 
heat on the readings. ‘This is best accomplished by 
having the lamp in a separate compartment from the polariscope, so 
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that both are on opposite sides of a partition, an opening in which trans- 
mits the light. In any event some kind of screen should be interposed 
between the two. Best results are obtained if the room in which the 
observations are made is dark. 

Comparisons of Scales of Various Polariscopes.—Besides the Soleil- 
Ventzke instrument, there are various other forms of polariscope. Among 
the best known of these are Laurent’s, Wild’s, and Duboscq’s, all of 
which are made with scales reading ‘in circular degrees, while in some 
cases modified forms have scales in which, like the Soleil-Ventzke, per- 
centages of sugar are directly read off. Some instruments are provided 
with double scales reading both circular degrees and percentages of sugar, 
and in certain of the Duboscq instruments additional scales for percent- 
ages of milk sugar and diabetic sugar are provided. 

In the Wild, Duboscq, and Laurent instruments the source of light 
is the sodium flame, yielding what is termed a monochromatic light. 
This is produced by fused sodium chloride passing through a Bunsen 
flame, various mechanical devices being employed for making the light 
continuous. Inthe Ventzke instrument, as was stated above, the ordinary 
light from a bright gas or oil flame is used. 

For convenience in conversion of readings on one instrument to their 
equivalents on other scales, the following factors can be used: 


1° Ventzke -3468° angular rotation D. 
1° angular rotation D -8835° Ventzke. 
1° Ventzke .6048° Wild (sugar scale). 


1° Wild (sugar scale) -3840° Ventzke. 
Tones ot we -1331° angular rotation D.. 
1° angular rotation D 110. Wild (sugar scale) 


1° Laurent (sugar scale) =o.2167° angular rotation D. 


He a 
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1° angular rotation D =4.6154° Laurent (sugar scale), 

r° Soleil-Duboscq =o0.2167° angular rotation D. 

{T° oe oe =0.24 o? ce “e . 

are ee =0.620° Soleil-Ventzke. 

iat PC Re =1.619° Wild. 

1° Soleil-Ventzke =1.608° Soleil-Duboscq (old scale). 

Toon eS He = 1.15030 ‘< (new scale). 

1° Wild =O(giie - 9% ‘« (Wild normal weight ro). 
ro 66 =1.223° ce ce ( ce ce ce 20). 


Norinal Weights of Sugar for Different Instruments.—The follow- 
ing normal weights (number of grams in Ioo cc. at 17.5° C.) are those on 
which the scales of the various instruments are based: Soleil- Ventzke, 
26.048; Soleil-Duboscq 16.29 (formerly 16.19); Wild, usually, 10 or 20; 
Laurent, 16.29. 

The International Commission for Uniform Methods in Sugar Analysis 
has decided to use for the Ventzke scale 26 grams and make up at 20° C. 
to 100 metric cc., which figures are approximately equivalent to 26.048 
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grams made up to 100 Mohr cc. Unless otherwise stated the term normal 
weight as here used refers to 26 grams. 

At the date of writing Browne and other prominent American sugar 
chemists are advocating the adoption of an international weight of 20 grams 
and a scale to correspond. This change, which is’in the interest of sim- 
plicity, is endorsed also by leading French and English authorities. 

Specific Rotatory Power.—This is a theoretical term to express a stand- 
ard by which the various optically active substances may be compared, 
and is understood to mean the amount in angular degrees through which 
the plane of polarization of a ray of light of stated wave length is rotated 
by 1 gram of a given substance in aqueous solution of 1 cc. and forming 
a column I decimeter in length. The actual rotatory power of a solution 
varies directly with the length of the column traversed by the light, with 
the concentration of the solution, and with the wave length of light, 
hence the need of a purely theoretical basis for purposes of comparison. 

The specific rotatory power is usually expressed as [a]p or [a]j, the 
letters D or 7 indicating the character of the light. Thus, D indicates 
the monochromatic light obtained from the sodium flame, named from the 
D line of Fraunhofer in the yellow portion of the spectrum, while 7 (from 
the French jaune) indicates what is known as the ¢transition tint, the 
rose-purple color produced when ordinary white light passes through 
the polarizer and analyzer, placed with their principal sections parallel 
to each other and with a plate of quartz 3.75 mm. thick interposed between 
them.* 

The specific rotatory power is determined as follows: 


where a=observed angular rotation, 

c=grams of the substance in roo cc. of the solution, and 

J=length of the observation-tube in decimeters; or in cases where, 
instead of the grams per 100 cc., the percentage composition is known 
(expressed by p=grams of the substance in 100 grams of the solvent), 


and the specific gravity (expressed by d), then [a]p or [a];=—. 


* Some confusion is caused by the adoption of the characters D and j, since both would 
naturally seem to indicate yellow light. The so-called transition tint above defined is, how- 
ever, complementary to the mean yellow, or jaune moyen, and it is the complementary color 
and not the yellow itself that is indicated by the character 7. 
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Birotation.—In polarizing solutions of all the common sugars other 
than sucrose the phenomenon of birotation should be taken into account, 
whereby a change in optical activity is shown by standing. Thus, solu- 
tions of dextrose, levulose, and lactose polarize much higher when freshly 
prepared than after long standing, requiring in some instances several 
hours before the lowest or normal figure is reached. Maltose, on the 
other hand, increases in polarization after standing in solution. By 
boiling the solution it may at once be brought to its correct reading. The 
desired result may also be accomplished by adding a few drops of ammo- 
nia, either treatment being resorted to before the solution is made up to 
the required volume. 


ANALYSIS OF CANE SUGAR AND ITS PRODUCTS. 


Qualitative Tests for Sucrose.—(a) Polariscope Test.—The substance 
to be tested, if not already in solution, is dissolved in water, and if the 
solution is not perfectly clear, is clarified by the addition of alumina 
cream or by subacetate of lead (page 610) and filtered. An observation 
tube is filled with the clear solution and the polariscope reading noted. 
A measured portion of the same solution is then treated with one-tenth its 
volume of concentrated hydrochloric acid and is subjected to inversion 
(page 611), after which the same tube as before is filled with the inverted 
solution and a second reading obtained, one-tenth of the observed reading 
being added for the true invert polariscopic reading. If the two readings 
are virtually the same, sucrose is absent, but, in the presence of sucrose, 
the second reading will be consi lower than the first or may even 
be to the left of the zero. 

(b) Test with Nitrate of Cobalt.*—Prepare a 5% solution of estan 
nitrate, and a 50% solution of potassium hydroxide. If the sugar solution 
to be tested contains dextrin or gums, these should be first removed by 
treatment with alcohol. _ 15 cc. of the sugar solution to be tested are mixed 
with 5 cc. of the cobaltous nitrate reagent, and 2 cc. of the potassium 
hydroxide solution are added. Sucrose produces under these conditions 
a permanent amethyst-blue color, while dextrose gives at first a turquoise- 
blue passing over into light green. In a mixture of the two sugars the 
color due to sucrose will predominate. 

According to Wiley, 1 part of sucrose in g parts of dextrose may be 

oe ee ee 


* Wiley, Ag. Anal., p. 180. 


Fic. 106.—Appearance of the Field inthe Half-shade (above) and Triple-shade (below) 
Saccharimeter. 
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detected by this test. Browne * notes that other sugars give a similar 
coloration, hence the test is not infallible although a useful guide. 

ANALYSIS OF CANE SUGAR.—In the case of commercial granulated or 
loaf sugar the sucrose determination is usually all that is necessary to 
determine its purity, and the same is true, as a rule, of the powdered 
white sugars. A fairly complete analysis of raw or brown sugar con- 
sists in the determinations of moisture, sucrose, invert sugar, ash, organic 
non-sugars, and quotient of purity. Care should be taken that the por- 
tion subjected to analysis is a fair representation of the whole, and is 
perfectly homogeneous. 

Determination of Moisture.—Two to five grams of the sample are dried 
in a flat, tared metal dish, to constant weight im vacuo, or in a McGill 
oven } in a current of air, at about 70° C., at which temperature levulose 
is not decomposed. For ordinary purposes drying to constant weight 
in a boiling-water oven is sufficiently accurate. 

Determination of Ash.—The residue from the moisture determination 
is burned slowly and cautiously over a low flame until frothing has ceased. 
Afterwards increase the flame and ignite to a white ash at a low red heat, 
preferably in a muffle furnace. 

In igniting saccharine substances which contain an appreciable amount 
of cane sugar, the contents of the dish will swell up and froth, unless 
great care be taken, to such an extent as to flow over the sides of the dish, 
occasioning loss and inconvenience. Such frothing may be largely held 
in check by directing the flame at first down from above upon the pasty 
mass, instead of from under the dish as ordinarily, till all is reduced to a 
dry char, afterwards continuing the ignition from below in the usual 
manner. 

Organic Non-sugars.—These consist mainly of compounds of organic 
acids, together with gum, coloring matter, albuminous bodies, etc. They 


* Sugar Anal., p. 681. 
+ A. McGill, Laboratory of Inland Revenue, Ottawa, Canada, has devised a forced- 


draft water-oven for drying at temperatures between 60° and 90° C. The oven is heated 
by means of ordinary gas-burners, and the temperature is controlled by introducing at the 
bottom of the oven a blast of air from a blower run by a small water-motor. Before dis- 
charging into the oven, the air-tube enters the water-chamber and is coiled a number of 
times in order to sufficiently warm the air before it enters the oven. The exit end of the 
air-tube is covered with a concavo-convex disk in order to distribute the blast and to pre- 
vent harmful currents. By regulating the burners and the flow of air, a fairly constant tem- 
perature can be obtained. The bottom of the oven is curved instead of flat, to prevent 
bumping when the water is boiling; a perforated plate serves as a false bottom. 
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are determined -by difference between 100% and the sum of the sucrose, 
invert sugar, moisture, and ash. 

Quotient of Purity.—By this term is meant the percentage of pure 
sugar in the dry substance. It is calculated by dividing the per cent 
of sucrose by the percentage of total solids and multiplying the result by too. 

Determination of Sucrose by the Polariscope.—Reagents.—(a) Lead- 
Subacetate Solution.*—Boil for half an hour 430 grams of normal lead 
acetate, 130 grams of litharge, and 1000 cc. of water, allow to cool and 
settle. Dilute the supernatant liquid to 1.25 specific gravity with recently 
boiled water. 

Anhydrous lead subacetate, first proposed by Horne,f may be sub- 
stituted for the solution. 

(b) Alumina Cream.—Divide a cold, saturated solution of alum into 
two unequal portions, add to the larger a slight excess of ammonia, then 
by degrees the remaining portion to faint acid reaction. 

Process.—If the Soleil-Ventze polariscope is to be used, weigh out 
26 grams of the sugar, which may conveniently be done in the German- 
silver, tared tray especially designed for this purpose (Fig. 107). If any 


Fic. 107. German-silver Sugar-tray with Tare. 


other instrument is employed, weigh out the standard or normal weight 
for that instrument (see page 6060). Transfer the sugar by washing to a 
roo-cc. graduated sugar-flask, and if the solution is perfectly clear, as 
would be the case with a refined sugar, make up to the mark and shake 
to insure a uniform solution. If the solution is slightly turbid, or more 
or less opaque or dark-colored, a clarifier must be added before making 
up to the mark to obtain a clear solution for polarization. The kind 
and amount of clarifier to be used depends on the nature of the sugar 
solution and must be learned by experience. If the turbidity is only slight, 
from 5 to ro cc. of alumina cream alone will often prove sufficient; if 


* U.S. P. lead subacetate, sometimes sold as Goulard’s extract, may also be used. 
+ Jour. Am. Chem. Soc., 26, 1904, p. 186. 
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more opaque, ro cc. of lead subacetate solution or a small amount of 
the dry salt may be used. 

For additional details as to clarification see page 644, under Molasses. 

After adding the clarifier, the flask is filled to the mark with water 
and shaken, the solution being poured upon a dry filter and the first 
few cubic centimeters of the filtrate rejected. A 200-mm. observation- 
tube is filled with the clear sugar solution and the polarization noted. 
If sucrose is the only optically active substance present, the direct Tee 
on the polariscope will indicate its percentage. 

Inversion by the Clerget-Herzfeld Method.—In the presence of invert 
or other sugars the normal solution is subjected to inversion as follows: 
Free a portion of the solution from lead by treating with anhydrous 


Fic. 108.—A Convenient Sugar-scale. 


sodium carbonate, sodium sulphate or potassium oxalate, filter, place 
50 cc. in a Ioo-cc. flask, add 25 cc. of water and little by little, while 
rotating the flask, 5 cc. of 38.8% hydrochloric acid. Heat in a water 
bath at 70° C., so that the solution in the flask reaches 67° to 69° C. in 
4 to 3 minutes. Maintain at 69° C. during 7 to 74 minutes, making a total 
time of heating of 1o minutes. Remove the flask, cool the contents rapidly 
to 20° C., and dilute to 100 cc. Polarize this solution in a 200-mm. tube 
provided with a lateral branch and a water jacket, passing a current of 
water around the tube to maintain a temperature of 20° C. 
The inversion may also be accomplished by allowing a mixture of 
50 cc. of the clarified solution, freed from lead, and 5 cc. of the acid to 
stand for 24 hours at no less than 20° C. or for ro hours at not less than 25°. 
The sucrose is obtained by the Clerget-Herzfeld formula based on the 
rotation of cane sugar before and after inversion, 


__Ioo(a—6) 
142.66 —1/2’ 
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where S=per cent of sucrose, a=direct polarization, b=-invert polari- 
zation, and ¢=temperature. Note that if the direct polarization is to 
the right or positive, and the invert to the left or negative, then a —0 would 
be the sum of the two polarizations. 

In many cases where it is almost impossible to obtain a colorless solu- 
tion for polarization in the 200-mm. tube, a 100-mm. tube may be employed, 
and the readings multiplied by 2, or half the normal weight,* viz., 13 
grams of the sample may be taken and made up to 100 cc., the 200-mm. 
tube employed, and the readings multiplied by 2. 

The determination of sucrose by the Clerget-Herzfeld formula is 
applicable to all mixtures of the common sugars excepting those in which 
lactose, or milk sugar, is present. 

Theory of Inversion—On page 586 a reaction is given showing that 
when sucrose is subjected to inversion by the action of dilute acids or 
of invertase or yeast it splits up into the two sugars dextrose and levulose, 
forming equal quantities of each. The dextrose is, however, dextro- 
rotatory and the levulose levorotatory. Invert sugar is the term applied 
to the mixture of dextrose and levulose formed by the inversion of sucrose. 
The specific rotatory power of sucrose varies so little with the temperature 
as to be regarded for practical purposes as constant. At 87° a solution 
of invert sugar polarizes at zero. This is due to the fact that the rotatory 
power of levulose, unlike that of sucrose and dextrose, varies with the 
temperature. At from 87° to 88° the left-handed rotation of the levulose 
balances the right-handed rotation of the dextrose in the invert sugar, 
hence the zero reading. As the temperature decreases from 87°, the 
rotatory power of the levulose proportionally increases, till at o° the normal 
invert sugar solution would polarize —42.66. On these facts the Cherget- 
Herzfeld formula is based, assuming that a normal solution of pure cane 
sugar polarizes +100, while after inversion the reading for o° temperature 
would be —42.66 and would decrease 0.5 for each degree in temperature 
above o°. Thus at 20° the invert reading would be —32.66. 

Neutralization of the free acid after inversion is sometimes practiced 
to avoid the disturbing influence of mineral acid on the polarization of 
d-fructose as well as of certain impurities present in molasses, juices, etc. 


* Wherever the term “normal weight ” occurs hereafter will be meant, unless otherwise 
noted, the normal weight of sugar for the Soleil-Ventzke polariscope, viz., 26 grams, and 
by a “normal solution” will be meant 26 grams in 100 cc. of water at 20° C. Clerget’s 
formula, as originally worked out by him, was not based on this normal weight, but on 
16.35 grams. It is, however, applicable to 26 grams. 
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When neutralization is practiced the factor in the Clerget-Herzfeld formula 
should be 141.7 instead of 142.66.* Neutralization, however, introduces 
another disturbing factor, namely sodium chloride, to counterbalance which 
Saillard ¢ adds an equivalent amount of this salt to the solution used for 
direct polarization. The most rational system of defecating and inverting is 
that proposed by Deerr.{ He employs for defecation barium hydroxide 
in conjunction with a acid reagent containing aluminum sulphate and 
sulphuric acid in such proportions that the two solutions neutralize each 
other forming aluminum hydroxide and barium sulphate. After direct 
polarization of the filtered solution inversion is carried on with another 
portion of the acid reagent, then an equivalent amount of barium hydroxide 
is added thus again precipitating all added substances. 

Detection of Invert Sugar.—Methyl-blue Test.s—This test depends 
on the decolorization of methyl blue by invert sugar. Twenty grams of 
sugar are dissolved in water and made up to Ioo cc. _ If the solution is not 
clear, sufficient subacetate of lead solution is added to clarify before making 
up to the mark, and the solution is filtered. Add to the filtrate enough 
10% sodium carbonate solution to make alkaline, and filter a second time. 
Take about 50 cc. of the filtrate in a casserole, add 2 drops of a 1% solu- 
tion of methyl blue, and boil over a free flame, noticing particularly the 
time the solution begins to boil. 

If the color disappears in one minute after boiling, there is present 
at least 0.01% of invert sugar. If it is not completely decolorized by 
3 minutes’ boiling, no invert sugar is present. 

Determination of Invert Sugar in Cane Sugar Products by the Polar- 
iscope.—While invert sugar is best determined by Fehling’s solution as 
described elsewhere, it may be approximately estimated by the polari- 
scope, though less satisfactorily. On page 671 a method is given for the 
determination of levulose by polariscopic readings at two different tem- 
peratures. Since invert sugar is composed of equal parts by weight of 
dextrose and levulose, the percentage of levulose multiplied by 2 would 
give that of invert sugar. 

Test for Ultramarine in Sugar.||—A large amount of the sugar is 
dissolved in water and the coloring matter is allowed to settle out, wash- 


* Browne, Handbook of Sugar Analysis, New York, 1912, p. 271. 
ft 8th Int. Cong. App. Chem., 27, 1912, p. 63. 

t Int. Sugar Jour., 17, 1915, p. 179. 

§ Wiechmann, Sugar Analysis, New York, 1914, p. 110. 

|| Leffmann and Beam, Select Methods of Food Analysis, p. 126. 
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ing the residue several times by decantation. On treatment with hydro- 
chloric acid, the blue color is discharged if due to ultramarine. 


SUGAR DETERMINATION BY COPPER REDUCTION. 


Various convenient methods of determining sugars depend on the 
readiness with which certain of them, known as reducing sugars, act on 
copper salts, especially on the tartrate of copper, reducing it to cuprous 
oxide. 

This reducing power is exercised in a definite degree under fixe: 
conditions, so that the amount of reducing sugar present may be accuratel_ 
determined. Of the common sugars, sucrose is the only one that has 
practically no direct reducing action, but on undergoing inversion it is con- 
verted into reducing sugars, which are readily determined. 

Use of Fehling’s Solution——There are various well-known mixtures 
of copper sulphate, tartaric acid salts (usually Rochelle salts or cream 
of tartar), and alkalies, called after chemists who have employed them 
in the determination of the reducing sugars, each one possessing certain 
advantages, but none have become so widely adopted as Fehling’s solu- 
tion, the use of which in one form or another is now well-nigh universal. 

There are a number of methods by which Fehling’s solution is employed 
for this purpose, both volumetric and gravimetric. The former are 
simpler and quicker of manipulation, and thus are preferable for com- 
mercial work where extreme accuracy is not required. The gravimetric 
methods are usually considered more delicate and accurate, calling for 
less skill, but more time in arriving at results, and with less of the “‘ per- 
sonal-element” than the volumetric. 

Some modifications of the Fehling method, especially as carried out 
gravimetrically, differ for the various reducing sugars to be determined, 
and others are carried out alike, so far as manipulation is concerned, 
whether the particular sugar to be determined be dextrose, maltose, or 
lactose. 

; While, strictly speaking, the reducing power of dextrose, levulose, and 
invert sugar are not identical, it is customary in commercial work to 
regard them as such, and no appreciable error arises in consequence 
except in extreme cases. Thus the term “reducing sugars” is com- 
monly applied indiscriminately to dextrose, levulose, and invert sugar, 
the same factor being used in calculating either, in mixtures wherein 


other reducing sugars, as lactose, maltose, etc., having widely different 
reducing powers are absent. 
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Fehling’s solution is made up in two separate parts as follows: 

A, Fehling’s Copper Solution.—34.639 grams of carefully selected 
crystals ef pure copper sulphate dissolved in water and diluted to exactly 
500 cc. 

B. Fehling’s Alkaline Tartrate Solution—173 grams Rochelle salts 
and 50 grams sodium hydroxide are dissolved in water and diluted to 
exactly 500 cc. 

The Fehling solution should be standardized by dissolving o.s gram 
of pure anhydrous dextrose in water, and diluting to exactly 100 cc. Ten 
cubic centimeters of this dextrose solution should exactly reduce the copper 
in ro cc. of the Fehling (5 cc. each of solutions 4 and B) when conducted 
according to the volumetric process described below. 

VOLUMETRIC FEHLING PROCESS.—For determining dextrose, levulose, 
or invert sugar, prepare a clarified, deleaded, and neutralized solution of the 
sugar of such a strength that an accurately-weighed amount dissolved in 
water and made up to Ioo cc. shall not contain more than 1% of the 
reducing sugar, as nearly as can be estimated with or without a rough 
preliminary titration. For the determination of lactose or maltose a 
14% solution may be used. 

Measure accurately into a flask of about 250 cc. capacity 5 cc. Feh- 
ling’s copper sulphate solution, A, and 5 cc. of the alkaline solution, B. 
Add about 40 cc. of water, mix and boil over a free flame, with copper 
gauze beneath the flask. While still boiling, add from a pipette or burette 
a measured quantity of the sugar solution, prepared as above, until the 
copper after three minutes’ boiling is all reduced to cuprous oxide. ‘The 
end-point is determined in a variety of ways. Practice will soon enable 
the eye to judge the near approach of the end-point by the changes in color 
that take place in the solution, which turns from a deep blue, first to green, 
then to a dull-red tint, and finally to a bright brick-red. The sugar- 
containing solution may be added from the burette quite rapidly until 
the solution reaches the dull-red tint, after which care is taken to add a 
little at a time, keeping account of the total amount added. If the flask 
be removed from the flame, and the bright, diffused light from a window 
viewed through the solution with the eye on a level with the surface, a thin 
film scarcely wider than a line will be observed just below the surface 
(see Fig. 109), which is blue so long as some of the copper in the solu- 
tion remains unreduced. When, however, all the copper has been reduced, 
this film ceases to be blue and becomes colorless or yellow. 

If the film is not at once apparent, it may often be made quite notice- 
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able by simply diluting the solution in the flask with water. At the approach 
of the end-point the sugar-containing solution should be added a very little 
atatime. The exact end-point is best arrived at by filtering off a few drops 
ii of the liquid, acidifying the filtrate with acetic 
acid, and adding a drop of a solution of ferrocy- 
anide of potassium. As long as there is unreduced 
copper present, a precipitate or brown-red colora- 
tion will appear when the ferrocyanide is added. 
The testing is greatly facilitated by lowering a 
small filter into the liquid by means of forceps 
and removing a small portion of the clear solu- 
tion thus obtained with a medicine dropper (B. B. 
Ross). The sugar solution toward the end should 
be added to the contents in the flask in small in- 
stallments (say half a cubic centimeter each time), 
etd Cor boiling the liquor for at least three minutes after 
tents used in Volumetric ach addition, until no brown-red coloration is 
Fehling Determinations. produced by adding the ferrocyanide to a little 
Showing layer just be- of the filtered acidified liquid. When the number 
neath the surface, the : . a 
color of which indicates Of Cubic centimeters of sugar solution necessary . 
the end-point in adding to reduce the copper has thus been determined, a 
the sugar-containing li- second titration should be made to verify the first, 
aud running the entire amount of sugar-containing 
liquid found necessary in the first case into the second flask. 
The equivalents of to cc. of the mixed alkaline copper solution in the 
above method are, in terms of the common reducing sugars, as follows: 


0.05 gram of invert sugar, dextrose, or levulose; 
0.0475 gram of cane sugar after inversion; 
0.0807 gram of maltose; 

0.067 gram of lactose. 


Suppose, for example, a sample of brown sugar is to be examined 
for invert sugar. This class of sugar has usually from 2 to 6 per cent 
of invert sugar. Hence, if 1o grams of the sample are dissolved in 100 
cc., the resulting solution will contain not more than 7 of invert 
sugar. 

Suppose 12.9 cc. of this 10% sugar solution were found by the above 
process to reduce to cc. of Fehling’s solution. 

to cc. Fehling’s solution are equivalent to 0.05 gram invert sugar. 
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Therefore 12.9 cc. of the sugar solution contain 0.05 gram invert- 
sugar. 

1oo cc. sugar solution contain ro grams sample, and 12.9 cc. contain 
1.29 grams sample, the equivalent of 0.05 gram invert sugar. 

0.05 X 100 

Tom 

GRAVIMETRIC FEHLING PROCESSES.—In determining reducing sugars 
by gravimetric processes, a measured volume of the sugar solution is 
allowed to act upon a measured volume of hot Fehling’s solution for a 
fixed time, thus forming cuprous oxide. This may be dried and weighed 
direct, but.is more commonly converted either into cupric oxide by ignition, 
or into metallic copper by reduction with hydrogen or by electrolysis. 
In any case the sugar is calculated from the weight of the cuprous oxide, 
the cupric oxide, or the metallic copper (whichever method be used) by 
the employment of the proper factor, or by the use of tables compiled 
for the purpose. 

Note-—Much difference of opinion exists as to the best and most 
accurate Fehling gravimetric method to employ. For the determination 
of dextrose, the Association of Official Agricultural Chemists has given 
its approval to the Allihn method, wherein the cuprous oxide deposited 
is further reduced to metallic copper and the dextrose calculated from 
the copper by Allihn’s table. 

The author for two reasons prefers the method of O’Sullivan as 
employed by Defren, with the use of the Defren tables, in accordance 
with which the reducing sugar is expressed in terms of its equivalence 
to cupric oxide, first because of its comparative simplicity, involving as it 
does less processes than the Allihn method (each additional process 
introducing a possible source of error), and, second, because the same 
method as carried out is applicable for the determination not only of 
dextrose, but also of maltose and lactose, Defren having worked out 
tables adopted for them all. Munsen and Walker* have also devised a 
simple method with accompanying tables, adapted, with a uniform system 
of procedure, tothe determination of the various reducing sugars. In 
using the tables for dextrose, maltose, and lactose compiled by Allihn, 
Wein, and Soxhlet, the method employed must in each case be carried out 
in strict accordance to the minutest details adopted by each of the above 
authorities, and they are by no means uniform. 


Hence per cent invert sugar = 


* U.S. Dept. of Agric., Bur. of Chem., Bul. 107 (rev.), p. 241. 
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The Defren-O’Sullivan Method.*--Mix 15 cc. of Fehling’s copper 
solution A (page 615), with 15 cc. of the tartrate solution, B, ina quarter- 
liter Erlenmeyer flask, and add 50 cc. of distilled water. Place the flask 
and its contents in a boiling water bath and allow them to remain five 
minutes. Then run rapidly from a burette into the hot liquor in the 
flask 25 cc. of the sugar solution to be tested (which should contain not 
more than one-half per cent of reducing sugar). Allow the flask to remain 
in the boiling water bath just fifteen minutes after the addition of the 
sugar solution, remove, and with the aid of a vacuum filter the contents 
rapidly in a platinum or porcelain Gooch crucible containing a layer 
of prepared asbestos fiber about 1 cm. thick, the Gooch with the asbestos 
having been previously ignited, cooled, and weighed. The cuprous 
oxide precipitate is thoroughly washed with boiling distilled water till 
the water ceases to be alkaline. 

The asbestos used should be of the long-fibered variety, and. should 
be specially prepared as follows: Boil first with nitric acid (specific 
gravity I.05 to 1.10), washing out the acid with hot water, then boil with 
a 25% solution of sodium hydroxide, and finally wash out the alkali with 
hot water. Keep the asbestos in a wide-mouthed flask or bottle, and 
transfer it to the Gooch by shaking it up in the water and pouring it 
quickly into the crucible while under suction. 

Dry the Gooch with its contents in the oven, and finally heat to dull 
redness for fifteen minutes, during which the red cuprous oxide is con- 
verted into the black cupric oxide. If a platinum Gooch is used (and 
this variety is preferred by the writer), it may be heated directly over 
the low flame of a burner. If the Gooch is of porcelain, considerable 
care must be taken to avoid cracking the crucible, the heat being increased 
cautiously and the operation preferably conducted in a radiator or muffle. 
After oxidation as above, the crucible is transferred to a desiccator, cooled, 
and quickly weighed. From the milligrams of cupric oxide, calculate 
the milligrams of dextrose from the following table: 


* Jour. Am. Chem. Soc., 18, 1896, p. 749, and Tech. Quart., 10, 1897, p- 167. 
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DEFREN’S TABLE FOR THE DETERMINATION OF DEXTROSE, MALTOSE, 
AND LACTOSE. 


Milligrams mae ep Pr Milligrams Sea iReean Sikes 
Be eercee!| os Matters | ct Lecicce, | “SSUE™ |perton | crutione lertens 
30 132 ere 18.8 80 a5 24 58-1 50-5 
31 13-7 22.4 19-5 81 35-9 | 58.9 51-1 
32 I4.1 aged 20.1 82 Boss 59-6 Cay / 
33 14.6 23-9 20.7 83 30.8 60-3 52.4 
34 15-0 24.6 21.4 84 37 m2 Guest 53-0 
Stee. 2584 25-3 ea «|. 85 37-7 Or 825) 53:6 
36 15-9 26.1 PonG 86 38.1 62-5 54-3. 
37 16.3 26.8 23-3 || 87 38-5 63-3 54-9 
38 16.8 27-5 23-9 88 39-0 64.0 55-5 
39 17-2 28.3 24-5 89 39-4 64-7 56.2 
40 17-6 29.0 25-2 go 39-9 65-5 56.8 
41 18.1 E20'7, 25.8 gi 40.3 66.2 57-4 
42 18.5 30-5 26.4 92 40.8 66.9 58-1 
43 19-0 31-2 27-1 93 41.2 67.7 58.7 
44 19-4 31-9 27-7 94 41-7 68.4 59-3 
45 19-9 32-7 28.3, 95 42-1 69.1 60.0 
46 2023 33-4 29-0 96 42.5 69-9 60.6 
47 20-7 34-1 29.6 97 43-0 70.6 61-2 
48 21.2 34-8 30-2 98 43-4 71-3 61.9 
49 21.6 35-5 30-8 99 43-9 72-1 62.5 
50 220% 36.2 BES 100 44.4 72.8 63-2 
51 22.5 37-0 Bie kk IOI 44.8 73-5 63-8 
52 23-0 37-7 32-7 102 45-3 74-3 64-4 
53 23-4 38-4 33-3 103 45-7 75-0 65.1 
54 23-8 39-2 34-0 104 46.2 75-7 65-7 
55 24.2 39-9 34-6 105 46.6 76.5 66.3 
56 24-7 40.5 35-2 106 47-0 77-2 67.0 
57 25-1 41-3 35-9 OT) BATES 77-9 67-6 
58 25-5 42-1 30-5 108 48.0 78.7 68.2 
59 26.0 42.8 Byfeie. MN adele) 48.4 79-4 68.9 
60 26.4 43-5 37-8 II0 48.9 80.1 69-5 
61 26.9 44.3 38-4 III 49-3 80.9 70.1 
62 27.3 45-0 39-0 Te 49-8 81.6 70.8 
63 27.8 45-7 39-7 113 50.2 82.3 71-4 
64 28.2 46.5 40-3 II4 50.7 Saar 972.0 
65 28.7 ry ee) 40.9 II5 een 83-8 Pst 
66 29-1 47-9 41.6 116 51-6 84-5 gee 
67 29-5 48.6 42.2 117 52-0 85-2 74.0 
68 30.0 49-4 42.8 118 52.4 85-9 74-6 
69 30-4 50.1 43-5 119 52-9 86.6 75-2 
° 0.9 50-8 44-1 120 53-3 87.4 75-9 
iB ae 51-6 44-7 121 53-8 88.1 76.6 
72 31.8 52-3 45-4 122 54-2 88.9 77-2 
73 32-2 53-0 46.0 123 54-7 89.6 77-9 
74 32-6 53-8 46.6 124 55-1 90-3 78-5 
33-1 54-5 47-3 125 55-6 QI-I 79-5 
io 33-5 55-2 47-9 126 56.0 91-8 79-8 
a7 34.0 56.0 48.5 127 56.5 92-5 80.4 
78 34-4 56.7 49-2 128 56.9 93-3 8r.1 
79 34-9 57-4 49-8 129 57-3 94.0 81.7 
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DEFREN’S TABLE FOR THE: DETERMINATION OF DEXTROSE, MALTOSE, 
AND LACTOSE--(Continued). 


Milligrams A Ni Millievams Milligrams Millior4mis 
eee Sree Me eta of Trees ves © jot Dextrose. 
130 57-8 94-8 82.4 180 80.4 
I3I 58.2 95-5 83.0 181 80.8 
132 58.7 96.2 83-6 182 oes 
133 59-1 97-0 84.2 183 81.8 
134 59-6 97-7 84-9 184 82.2 
135 60.0 98-4 85-5 185 82.7 
136 60.5 99-2 86.1 186 8Znr 
37) 60.9 99-9 86.8 187 83-5 
138 Ores 100.7 87-4 188 84.0 
139 61.8 IOI.4 88.1 189 84-4 
140 62.2 102.1 88.7 190 84.9 
I41 O2=77 102.8 89-3 Igt 85-4 
142 63-1 103-5 go.o 192 85-9 
143 63-6 104.3 go.6 = 103 86.3 
144 64.0 105.0 QI-3 194. 86.8 
145 64-5 105.8 91-9 195 87.2 
146 64-9 100.5 92-6 196 87.7 
147 65-4 107.2 93-2 197 88.1 
148 65-8 108.0 93-9 198 88.6 
149 66.3 108.7 94-5 199 89.0 
150 66.8 109-5 95-2 200 89-5 
I51 67-3 I10.2 95-8 201 89-9 
1a) O77 TiO 96-5 202 90-4 
153 68.3 Ti rs 7 O75 203 go.8 
154 68.7 TI2.4 97-8 204 QI-3 
155 69.2 Tige2 98.4 205 QI-7 
156 69-6 113-9 99-1 206 92.2 
157 70.0 114-7 99-7 207 92.6 
158 70.5 TI5-4 100.4 208 93-1 
159 70-9 I16.1 IOI.o 209 93-5 
160 Fiioe 116.9 IOI.7 210 94-0 
161 71.8 nO 102.3 211 904-4 
162 Gees 118.4 103.0 212 94-9 
163 WB IIQ.I 103.6 203 95-3 
164 7312 119.9 104.3 214 95-8 
165 73-6 120.6 104.9 21 6. 
166 74-1 T2te4 105.6 ae oe 
167 74.5 TBP) 106.2 217 97-2 
168 74-9 £22.70 100.9 218 97-6 
169 75-4 123.6 LO7s5 219 98-1 
170 75-8 124.4 108.2 220 98.6 
7a 76.3 L2heT 108.8 211 99-0 
172 76.8 125.8 109.5 222 99-5 
173 hile ® 1260.6 IIO.1 223 99-9 
174 eel T2728) 110.8 224 100.4 
175 78.2 128.1 IIr.4 22 I0o. 
176 78.6 128.8 II2.0 bab sorte 
177 OnE 129.5 £120 227 Ior.8 
178 79-5 130.3 Tie 228 102.2 
179 80.0 131.0 113.9 220 102.7 


Milligrams 
of Maltose. 


131-8 
132-5 
13322 
134-0 
134-7 


135-5 
ion 
136.9 
137-7 
138.4 


139-1 
139-9 
140.6 
141.4 
142.1 


142.8 
143.6 
144-3 
TS 
145-8 


146.6 
147-3 
148.1 
148.8 
149-6 


TSO 
Ee tek 
Eto 
no 25 
153-3 


154-1 
154-8 
155-6 
156.3 
Le7or 


157-8 
158.6 
159-3 
160.3 
160.8 


161.5 
162.3 
163.0 
163-7 
164.5 


165.3 
166.0 
166.8 
167.5 
168.3 


I! 


Milligrams 
of Lactose. 


114.6 
Ii5-2 
115-8 
116.5 
DL ou 


117.8 
118.4 
IIg.1 
119-7 
I20.4 


I2I.0 
T2re7 
12223 
T2320 
123-0 


T2428 
124-9 
125.6 
126.2 
126.9 


127-5 
128.2 
128.8 
129-5 
130-1 


130.8 
131-5 
Tega 
132.8 
133-4 


134-1 
134-7 
135-4 
136.0 
T2027, 


137-3 
138.0 
138.6 
139-3 
139-9 


140.6 
I41.2 
141.9 
142.5 
143-2 


143.8 
144-5 
145.1 
145.8 


146.4 
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DEFREN’S TABLE FOR THE DETERMINATION OF DEXTROSE, MALTOSE, 
AND LACTOSE—(Concluded). 


Milligrams ieee ans Riad Milligrams ios itor Haat 
: Milligrams | Milli lligram: ewer 
a oe © | of Ber irose. of Mattos: ann ooo % Ose sarees = Tee 

230 103-1 169.1 147.0 280 126.1 206.8 179.6 
231 103.6 169.8 147-7 281 126.5 207-5 180.2 
232 104.0 170.6 148.3 - 282 127.0 208.3 180.9 
233 104.5 E7Ls3 149.0 283 127.4 209 .O 181.5 
234 105.0 E72 at 149-6 284 127.9 209.8 182.2 
235 105-4 172.8 Io 3 285 128.3 21035 182.9 
236 105-9 173-6 150.9 286 128.8 Dies 183.6 
237 106.3 174-3 151.6 287 129.3 BUA it 184.2 
238 106.8 E7Get Eoze2 288 129.7 212.8 184.9 
239 107.2 175-8 152-9 289 130.2 213.6 185.6 
240 107.7 176.6 E5325 290 130.6 214.3 186.2 
241 108.1 L773 154-2 201 Tgiet 215.1 186.9 
242 108.6 178.1 154.8 292 TQ0e5 215.9 187.6 
243 109.0 178.8 TSGe5, 293 132.0 216.6 183.2 
244 109-5 179-6 156.1 204 13225 217.4 188.9 
245 109-9 180.3 156.8 205 133-0 218.2 189.5 
246 II0.4 181.1 157-4 296 133-4 218.9 190.2 
247 II0.9 181.8 158.1 207 133-9 2IOET, 190.8 
248 Date 3 182.6 158-7 2098 134-3 220.4 IQI-5 
249 111.8 183.3 159-4 209 134.8 DIP) 192.1 
250 T1253 184.1 160.0 300 13523 221.9 192.8 
251 A 184.8 160.7 301 NS ie 222.7 193-4 
252 113.2 185.5 TOUS 302 136.2 223-5 194-1 
253 113-7 186.3 162.0 303 136.6 224.2 194-7 
254 I14.1 187.1 162.6 304 13/7 o.0 225.0 195-3 
255 114.6 187.8 163.3 305 137.6 225.8 196.0 
256 II5-0 188.6 163-9 306 138.0 226.5 196.6 
257 TI5-5 189.3 164.6 3°7 138.5 227-3 197-3 
258 116.0 190.1 165.2 308 138.9 228.1 197-9 
259 116.4 190.8 165.9 309 139-4 228.8 198.6 
260 EEO. 191.6 166.5 310 139-9 229.6 199-3 
261 Higpee 192-4 107 = 20 ees LL 140.3 230.4 199.9 
262 117.8 193-1 167.8 312 140.8 Dee he 200.6 
263 118.3 193-9 168.1 313 141.2 231-9 201.3 
264 118.7 194.6 169.5 314 141.7 232/217 202.0 
265 I1g.2 195-4 169.8 ches 142.2 233-4 202.6 
266 119.6 196.1 170.4 316 142.6 234.2 203-3 
267 120.1 196.9 I7I.1 gy 143-1 234-9 203-9 
268 120.6 197-7 171.7 318 143-6 22507) 204.6 
269 120-0 198.4 172-4 319 144.0 230.5 205.3 
270 121.4 199.2 Bi) 320 144-5 237.2 205.9 
271 HENNY) 199-9 173-7 
272 122.4 200.7 174-4 
273 122.8 201.5 175-0 
274 125-3 202.2 175-7 
275 123-7 203.0 176.3 
276 124.2 203-7 177-0 
277 124.6 204.5 177-6 

T1251 205.2 178.3 

125.6 206.0 178.9 zi 


622 FOOD INSPECTION AND ANALYSIS. 


Munson and Walker Method.*—1. Preparation of Solutions and 
Asbesios.—Use the copper sulphate solution and alkaline tartrate solution 
as given on page 615. Prepare the asbestos, which should be the 
amphibole variety, by first digesting with 1:3 hydrochloric acid for two or 
three days. Wash free from acid, and digest for a similar period with 
soda solution, after which treat for.a few hours with hot alkaline copper 
tartrate solution of the strength employed in sugar determinations. Then 
wash the asbestos free from alkali, finally digest with nitric acid for several 
hours, and after washing free from acid, shake with water for use. In 
preparing the Gooch crucible, load it with a film of asbestos one-fourth inch 
thick, wash this thoroughly with water to remove fine particles of asbestos; 
finally wash with alcohol and ether, dry for thirty minutes at 100° C., 
cool in a desiccator and weigh. It is best to dissolve the cuprous oxide 
with nitric acid each time after weighing, and use the same felts over and 
over again, as they improve with use. 

2. Process.—Transfer 25 cc. each of the copper and alkaline tartrate 
solutions to a 400-cc. Jena or Non-sol beaker, and add 50 cc. of reducing 
sugar solution, or, if a smaller volume of sugar solution be used, add 
water to make the final volume 100 cc. Heat the beaker upon an asbestos 
gauze over a Bunsen burner, so regulate the flame that boiling begins in 
four minutes, and continue the boiling for exactly two minutes. Keep 
the beaker covered with a watch-glass throughout the entire time of 
heating. Without diluting, filter the cuprous oxide at once on an asbestos 
felt in a porcelain Gooch crucible, using suction. Wash the cuprous 
oxide thoroughly with water at a temperature of about 60° C., then with 
ro cc. of alcohol, and finally with 10 cc. of ether. Dry for thirty minutes 
in a water oven at 100° C., cool in a desiccator and weigh as cuprous 
oxide. 

The number of milligrams of copper reduced by a given amount of 
reducing sugar differs when sucrose is present and when it is absent. 
In the tables on pages 623 to 631 the absence of sucrose is assumed, except 
in the two columns under invert sugar, where one for mixtures of invert 
sugar and sucrose (0.4 gram of total sugar in 50 cc. of solution), and one 
for invert sugar and sucrose when the 50 cc. of solution contains 2 grams 
of total sugar are given, in addition to the column for invert sugar 
alone. 


* Jour. Am. Chem. Soc., 28, 1906, p. 163; 20, 1907, p. 541; U.S. Dept. Agric., Bur. 
of Chem., Bul. 107 (rev.), p. 241; Circ, 82. 
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MUNSON AND WALKER’S TABLE FOR CALCULATING DEXTROSE, INVERT 


SUGAR, LACTOSE, AND MALTOSE. 
[Weights in milligrams.] 


Invert Sugar 


= Padicdoracct Lactose. Maltose. a 
= 3 
Oo : (Ss 
4 a (e) ° - LY 
8 , bets.) 3S eeqlee he 
# ry 3 a ic) HN q q oe 
S S) 3 # Bu: zo 3 e = E a c) 
na = = = = = 

pees fee ees |G |e S| ST ee 
& Qa » a a a $ 

BD i re SoS ae i 
oO 6) A ° a 6) Oo iS) 6) és) 3) 
10 8.9 4.0 4.5 eo OM | (Sic o'c an 3.8 3.9 4.0 5.9 6.2 10 
II 9.8 4.5 ie DER Ws cnenevene tc 4.5 4.6 Az 6.7 7.0 II 
I2 10.7 4.9 5.4 Bris Wagasoac Dine (ae) 5.4 7.5 7.9 12 
13 II.5 $5] 5.8 ZO! [hencWetotels.' 5.8 nlc) 6.1 sins 8.7 13 
14 12.4 ay 6.3 3-4 |ercseee 6.4 6.6 6.8 Our 9.5 14 
I5 373 6.2 O27 BO allacstets resis biee 5 biden) hoes 9.9 10.4 4 
16 I4.2 6.6 7.2 Ans Aiea: 48 8.0 8.2 10.6 TIe2 16 
17 i 9 7.0 7.6 PST aM och cud 8.4 8.6 8.9 IIl.4 12.0 17 
18 16.0 hs 8.2 cies allitasas arb ee | 9.3 9-5 12.2 12.9 18 
19 16.9 7.9 8.5 GouP Wao mance Ory; 10.0 TOMe 13.0 13.7 19 
20 17.8 B53) 8.9 a3 Gta g.n.ctoio 10.4 10.7 10.9 T3525 14.6 20 
21 18.7 8.7 9-4 GRiO® Wicnoheroners TT .0 Lis Joe ACO) 14.6 I5.4 2r 
22 19.5 9.2 9.8 tO.) Mlacaushenstens ED 12.0 Lon) -15.4 16.2 22 
23 20.4 9.6 10.3 Pre lhe cte never T2).3 Tape 13.0 16.2 Eee 23 
24 21.3 10.0 10.7 TQ Joceeve- 13.0 13.4 13.7 17.0 L79 24 
25 22.2 I0.5 Tr,.2 Sre Nnaheatene ate tet] 14.0 14.4 Ri date: 18.7 25 
26 23.1 10.9 11.6 BuB Wein eiees I4.3 Py f Opel 18.6 19.6 26 
27 24.0 roe 3 I2.0 oo ‘ilboaeune I5.0 15.4 15.8 19.4 20.4 27 
28 24.9 11.8 12.5 9-7 |--+e-e- 15.6 16.1 16.5 20.2 21.2 28 
29 25.8 I2.2 12.9 ROWS Yoctarh aa’. 16.3 16.7 Ay AR 3 25.0 Pat 29 
30 26.6 12.6 £34 LO. 7; 4.3 16.9 57. 17.8 21.8 22.9 30 
31 27.5 Sales 3 13.8 Eo. 7 4.4 17,6 18.1 18.5 22.6 Pie yay 31 
32 28.4 13.5 r4.3 | 22.6 5.2 18.3 18.7 19.2 23.63 24.6 32 
33 29.3 33.9 EAs 12:10 5.6 18.9 19.4 19.9 24.0 25.4 33 
34 30.2 FA.G L5.2 12.5 6.5 I9.6 20.1 20.6 24.9 26.2 34 
35 Aree 14.8 15.6 I2.9 6.5 20.2 20.8 Pains} Gl Ey heb 35 
36 Ep aio 15.2 16.1 TBi A. ofa 20.9 2174 22110 20.5 27.9 36 
37 32.9 15.6 16.5 sins) 7.4 20.5 Baral Qa 27.3 28,7 37 
38 33.8 16.1 16.9 14.3 7.9 Baie 22.8 Bind) 28:1 29.6 38 
39 34.6 16.5 I7 og 14.7 8.4 22S 23:5 24.1 28.9 30.4 39 
40 Za 16.9 17.8 15.2 8.8 23.5 24.1 24.8 20,7 31.3 40 
41 36.4 74 18.3 15.6 9.3 24.2 24.8 25.4 30.5 32.1 41 
42 37.3 17.8 18.7 16.1 9-7 24.8 25.5 260.1 33 32.9 42 
43 38.2 18.2 19.2 16.6 10.2 25.5 20.2 26.8 32.1 33.8 43 
44 39.5 18.7 19.6 £70 10.7 26.1 20.8 2755 32.9 34.6 44 
45 40.0 LO k 20.1 E75 Ir;t 26.8 2705) 28.2 Eloy} ier 45 
46 40.9 19.6 20.5 17.9 11.6 27.4 28.2 28.9 34-4 36.3 46 
47 AST 20.0 21.0 18.4 12.0 28.1 28.9 29.6 3c 37.1 47 
48 42.6 20.4 21.4 18.8 £2'5.5 28.7 20.5 30.3 36.0 37-9 48 
49 43-5 20.9 21.9 19.3 I2.9 29.4 30.2 31.0 36.8 38.8 49 
50 44.4 25.3 22.3 19.7 13-4 30.1 30.9 317 3710 39.6 50 
5I 45-3 21.7 22.8 20.2 13.9 30.7 Sra: B24 38.4 40.4 5r 
52 46.2 22.2 2202 Bony, 14.3 31.4 Sze) 3320 39.2 41.3 52 
53 47.1 22.6 23.4 21.1 14.8 ee ai S250 Belo) 40.0 42.1 53 
54 48.0 23.0 24.1 21.6 15.2 Sony 33.6 34.4 40.8 42.9 54 
55 48.9 23.5 24.6 22.0 USn7 | 33-4 | 34-3 35-2 41.6 43.8 55 
56 AQ. 23.9 25.0 22.5 16.2 34.0 34.9 35.8 42.4 44.6 56 
57 SOMOm 2403 2555) i 22908) etO040b 34a 7e lh #3500 30.5) | 432 |) 45'..4 57 
58 st a5 24.8 25.9 23.4 17st 35-4 360.3 Cylise) 44.0 46.3 58 
59 52.4 25.2 26.4 23.9 17-5 36.0 37.0 37-9 44.8 47.1 59 
60 53-3 25.6 26.8 | 24.3 1850) || 3607, 37.6 | 38.6 | 45.6 | 48.0 60 
61 54.2 26.1 27.3 24.8 18.5 37.3 38.3 39.3 46.3 48.8 61 
62 SB 26.5 2707 2502 18.9 38.0 39.0 40.0 AGE 49.6 62 
63 SORONN I 275018) 28.2 257 1914 | 38.6 | 30.7 | 40.7 | 47.9 | 50.5 63 
64 56.8 27.4 28.6 26.2 19.8 39.3 40.3 41.4 48.7 51.3 64 

eS 
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MUNSON AND WALKER’S TABLE FOR CALCULATING DEXTROSE, INVERT 
SUGAR, LACTOSE, AND MALTOSE—(Continued). 
[Weights in milligrams.] 


iS) 
Invert Sugar Lactose. Maltose. 
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68 60.4 29.2 30.4 28.0 2007) 41.9 43.1 44.2 51.9 54.6 68 
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fo | Gos NV eoeriell rian Bier | aGed | ane | Ay | xsi || oR |) eos 76 
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4 74.6 36.2 Buin 35-4 29.1 52u5 53.9 55.3 64.6 68.0 84 
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90 79.9 38.9 40.4 38.2 3E.9) | S6n4 58.0 59.4 69.3 73.0 ° 
oe oo8 39n3 40.9 38.6 32.4 57a E 58.6 60.1 70.1 73.8 a 
9 Biel 39.8 Ate 39.1 32:58 57.8 59.3 60.8 70.9 74-7 92 
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95 84.4 41.1 42.7 40.5 34.2 
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9 729| (4249 | 44560 | Aaeg 9) 36cm alana i G4so) |) 1O5eca ui O-5 mllsors 99 
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MUNSON AND WALKER’S TABLE FOR CALCULATING DEXTROSE, INVERT 


SUGAR, LACTOSE, AND MALTOSE—(Continued). 
[Weights in milligrams.] 


Cuprous Oxide (CuO). 


Copper (Cu). 
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Invert Sugar 
and Sucrose. 
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54.3 52.2 46.0 
54-7 52.7 46.5 
55.2 53-1 46.9 
55-7 53.6 47.4 
56.1 54.1 47.9 
56.6 54.5 48.3 
57.0 55.0 48.8 
57-5 55-5 49.3 
58.0 55-9 49.8 
58.4 56.4 50.2 
58.9 56.9 50.7 
59-4 57-4 51.2 
59.8 57-8 51.7 
60.3 58.3 52). 1 
60.8 58.8 52.6 
61.2 59..3 53( i 
61.7 59-7 53.6 
62.2 60.2 54.0 
62.6 60.7 54-5 
63.1 61.2 55.0 
63.6 61.6 55.5 
64.0 62.1 55-9 
64.5 62.6 56.4 
65.0 63.1 56.9 
65.4 63-5 Byfae 
65.9 64.0 57.3 
66.4 64.5 58.3 
66.9 65.0 58.8 
67.3 65.4 59-3 
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68.3 66.4 60.2 
68.7 66.9 60.7 
69.2 O73 6.2 
69.7 67.8 61.7. 
7O.1 68.3 O2\a% 
70.6 68.8 62.6 
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73.9 eit 66.0 
74.4 72.0 66.5 
74.9 73.1 66.9 
75-3 73-6 67.4 
75.8 74.0 67.9 
76.3 74.5 68.4 
76.8 75.0 68.9 
77.2 75.5 69.3 
(fake 76.0 69.8 
78.2 76.4 70.3 
78.9 76.9 70.8 
79.1 77-4 71.3 
79.6 17-9 71.7 


NAOWA OW DOW 


Aon OO 


Non oOnuU OnnonNn 


Cori fp COOH hf OHA CO HO OHM COOH UM COOH aAonn co 


HR OME 


Q 
an 
re 
E 
fe} 
a 
q 
B 
© 


BIORDW CWQOW 


OW DOW DAoOnno NM OHM OnRATH 


SHAH RWOWN 


NU ONW 


OWN OW DAOW HO 


Lactose. 


C12H2O01 + H2O 


NOHPA CWOOK NAGOHRY OWOHOKD DABSHAW CWOOK NOHNO HRIOW DONNO HARIOY 


Ow aoOn 


Maltose. Be 
e) 

E} 

: 2 

a | 3 

ise} fe 
eae 
e142 |i 
eal Gene 
oO ) 5 
93.1 98.0 I20 
93-9 98.9 121 
94-7 99.7 122 
95.5 | 100.5 123 
96.3 IOI.4 I24 
O7-2 | 102.2 125 
97-9 103.0 126 
98.7 103.9 127 
99.4 104.7 128 
100\./2 | TO5..'5 129 
IOI.o 106.4 130 
101.8 107.2 ry 
102.6 | 108.0 132 
103.4 | 108.9 133 
104.2 | 109.7 134 
105.0 | IroO.5 135 
TOs 28 | LUE a 136 
106.6 | 112.2 137 
107.4 |) £1350 138 
108.2 | 113.9 139 
TO9.0 |" EEA. 7, 140 
109.8 | IES. I4I 
TOMS! 116.4 142 
TrL.3))) 329.0 143 
bab Js 5 118.0 144 
£12.09 | LES.9 I45 
LIZ57 | EVO 146 
TL45.|| 22005 147 
II5.3 121.4 148 
19 KO), 54 E2252 149 
116.9 | 123.0 150 
IT7.7 | 323.39 I5r 
118.5 12407 152 
T19.3 | 125.5 153 
120.0 | 126.4 I54 
120.8 | 2297.2 I55 
rar-6 | 128.0 156 
122.4 | 128.9 157 
123.2 129.7 158 
L240) | E3085 159 
024.8.) 131-4 160 
125.6 132.2 161 
£2624 | D330 162 
127.2 133.9 163 
T2850) | 134.7 164 
L238 .S0i 13 Se 5 165 
129.6 | 136.4 166 
TZON seers 2 167 
Vette 135.0 168 
131.9 | 138.9 169 
T3227 | TSO 7, I70 
133.5. | I40.5 I7I 
$34.3 | 14154 172 
1350 D1) 1 42)./2 73 
135.9 | 143.0 174 


626 FOOD INSPECTION AND ANALYSIS. 


MUNSON AND WALKER’S TABLE FOR CALCULATING DEXTROSE, INVERT 
SUGAR, LACTOSE, AND MALTOSE—(Continued). 
[Weights in milligrams.] 


Invert Sugar 


& and Sucrose. Lactose. Maltose. = 
4g 3 
° 5 } ‘ : 7 
2 Pelee a Si 2 a g 
2 3 anlar 5 mA a ;: 
2) (8) é 3 ; iS = a ue 2 5 + fe) 
ae at ee err et eae ce sae 
jk 1) etl g | 68 | eo |) | 8 ee eee eee 
e a 8 ® ae VGA a mm ma aq | a 
(S) (e) A Ri} 6 iS S) 3) Oo iS O - ) 
175 rss'.5 17.4 80.1 78.4 92.2 112.8 | TiS. 7 | LIS. Fa r30.7 | 43.5: £7 s 
176 156.3 77.8 80.6 78.8 92.9 LT3e4. |) TLO LA DLOLA Ese See a ty, 176 
r77 TiS 7 ore 78.3 81.0 79.3 73.62 114.1 EL 120.2] 538.3, 1 £4555 177 
178 158.1 78.8 SHES 79.8 Fe hoy r14.8 I17.8 T2048) || 2301, © 146.4 178 
179 I59.0 719.2 82.0 80.3 74.2 LESeA | LEO As het eS Mens Ono: leas 179 
180 159.9 9790.7 82.5 80.8 v4.0 | 356.2 |) FEO07 I22.2 |] 140.6 | 148.0 180 
181 160.8 80.1 82.9 82.3 bites E26. 7) 12938 I22.9 | 141.4 | 148.9 181 
182 TOM yy) 80.6 83.4 81.7 75.6 Tr7.4 | £20.5 E2370 | ead 2.2) 149.7 182 
183 162.6 81.1 83.9 82.2 76.1 I18.1 £202 E2A43' | E43 10) | sUsO.S 183 
184 163.4 81.5 84.4 82.7 76.0. || TES a7) |) C2048 £25.0-] 243.8 | I5P.4 184 
185 164.3 82.0 84.9 83.2 Waat | LIOT4 Wek22—5 Webe2siy ea aio 152.2 18 
186 165.2 82.5 85.3 83.7 77 OP WT 20a ties 2: 126.4 | 145.4 | 153.0 186 
187 | 166.1 82.9 85.8 84.2 98.0. 20.7, | £23.09 || 127.5 |) 240.2) Werss\-9 187 
188 167.0 83.4 ae 84.6 7805 | L2b.4 jwe4 Old) Dares lems oO alga 188 
189 167.9 83.9 86. 85.1 79.0) | T22. Di toe. Ss eres. 5 eye kee oe 189 
190 168.8 84.3 87.2 85.6 7O08) } L22.7 I) T2559. |) L20.2) | r4Sio ens. 190 
I9I 169.7 84.8 87.7 86.1 801.0: | 123.4 |) 226.6 |) 1201.9) || "E403" ae ee 
192 170.5 85.3 88.2 86.6 80.5 | 124.0 ‘|| £27.23 || 230.0 |ensoneansseo 192 
193 IVI.4 85.7 88.7 87.1 82.0) -|' 524.7 |, 128.0 |) T3E.3 |) 50-191) aysr0 193 
194 172.3 86.2 89.2 87.6 8x34, i E25.40 1 228.7 032.0 | rsa mee Oy, 194 
195 173.2 86.7 89.6 88.0 SEO) I EAGT PebeOnd Ie ES2aizn enon | 160. 
196 I74.1 87.1 90.1 88.5 $2.4 1126.7 | 230.0 133.4 ae cee ae 
197 175.0 87.6 90.6 89.0 82.9 | 127.4-| 130.7 E34.8 154.1 | 162.2 197 
198 D751. 9) 88.1 Oral 89.5 83.4 | F280 (138.4 | Esas I54./9) | 263.10 198 
199 176.8 88.5 91.6 90.0 83.9 |r28ge) T32SE I L505) | Pesan oso 199 
200 | 177.7 89.0 92.0 90.5 84.4 I r20.4 | 132.8 |) P3002 Iaee. 164. 200 
2or | 178.5 89.5 92.5 91:50 | -84-8 | 130.0 | 133-5 || 136.9 oe see eae 
202 I79.4 89.9 93.0 91.4 Sis 13e  kGO- Ts | LS4ek la Varies cel mOOmet 202 
203 180.3 90.4 93.5 91.9 85.8; | 131.4 | 134.8 | 138.3 | 158.8 | 167.2 203 
204 181.2 90.9 94.0 92.4 86.3 132.0 | 135.5 | 139.0 | 159.6 || 16840 204 
205 182.1 QI.4 94.5 92.9 86.8 132.7 136.2 E30. 7) 160 
é 5 4 168. 20 
206 183.0 91.8 94.9 93-4 87.3 133.4 | 136.9 | 140.4 | 161.2 a er 3 
207 183.9 92.3 95.4 93-9 87:8 -]-134.0 || 137.0 | Far 1 | 62 Jo | 270.5 207 
208 184.8 92.8 95.9 94.4 88.3 134-7 s|_ 138.53) | £478 | 162.8.) 277 4 208 
209 185.6 93.2 96.4 94.9 88.8 135.4 |\7838'.9 || 142.5.) 163.6 | xy2c2 209 
210 186.5 93.07 96.9 95.4 89.2 S136.0 | -230.0 Wihaas 2 16 
: 3 : ‘ I 
211 nerd 94.2 97.4 | 95.8 | 89.7 | 136.7 | 140.3 | 143.9 meek er a 
212 ER 94.6 97.8 96.3 90.2 137.4) E4T JO) T4456 | 26600 |) aera ae 212 
213 189.2 O55 98.3 96.8 90.7 138.0 |) TAT.7 ) T4543 | £6608 | r7se5 213 
2I4 190.1 95.6 98.8 97.3 OL. 2: || T3837 E4224 | TA0.0: | 5167 45 EyOna: 214 
215 I9I.0 96.1 99.3 97.8 OL. 7 4) U3Oe4 | 43/10: eEAO! 6 
216 I9I.9 96.5 99.8 98.3 92.2 140.0 at aes isto eee er 
Aes ponds Our 178.0 216 
eu : ‘8 97.0 | 100.3 98.8 02/57 140.7 | 144.4 | 148.1 | 169.9 | 178.9 217 
3 93.6. 97 5 | 100.8 99-3 | 93.2 | 141.4 | 145.1 | 148.8 | 170.7 | 1r79.4 | 218 
19 194-5 98.0 | Iol.2 99.8 93.7 142.0 | 145.8 | 149.5 | 171.5 | 180.5 219 
220 195.4 98.4 IOIl.7 100.3 94.2 142.7 IA46 
I c : 46.5 | 150.2 | r72. 181. 
ae ee oe ae 4 moos pee 143.4 paeae Eee Ae isa a foe 
- 3 ‘ ca EAA sO") FA7's EST. 7 aie 83. 
223 | 198.1 99-9 | 103.2 | 101.7 | 95.6 | 144.7 | 148.5 | 152.3 ae 4 ; Ba 
224 199.0 | 100.3 | 103.7 | 102.2 96.1 145.4 )) 149.25) 153.0) |) 2755/5 184.7 224 
225 I99 9 | 100.8 | 104.2 | 102.7 96.6 T4620 |) a 
Be Bae. ae F . . 49.9 | 153.7 | 776.2 185.5 225 
227 | 201 é IOI 3 me ve T0302) | OFX | T4057 E5000) | T5404) 077 20) | et 8O4 a 220 
: : Set 03.7 | O70") TAzed WES ag | 55 days S alee 
228 20255 || top.2 | 105.6 104.2 98.1 148.0 | 152.0 | 155.8 | 178.6 188.0 2 3 
229 | 203.4 | 102.7 | 106.1 | 104.7 98.6 | 148.7 | 152.6 | 156.5 | 179.4 188.8 nae 


SUGAR AND SACCHARINE PRODUCTS. 627 


MUNSON AND WALKER’S TABLE FOR CALCULATING DEXTROSE, INVERT 


SUGAR, LACTOSE, AND MALTOSE—(Continued). 
[Weights in milligrams.] 


= Ps Lactose. Maltose. = 
3 8 
J oy O ; é iS 
scl g 3 = a . . 
ei = 8 a rs) HA q q Ge 
ie} 2} 3 2 g IS : ats tr : a e) 
a Y 9 aD a Oy | ] | | S| ¥ 
eer Wee eee ee eS eS} gl. 8) 8 ee 
& a 54 oO Og Ss ian] faa faa] fae] ca a 
E} ey é q Se [ees a 3 4 [+s a 3 
1) Oo A 4 ° ] Oo S) 6) ro) 6) 6) 
230 204.3 103.2 106.6 105.2 99.1 I49.4 | 153.3 i572) | T8o0n2 189.7 230 
231 205.2 | 203.4 | 207.2 | ros).7 00976 || 50.0 || 154.0 | 157.9 | E8x.0 | ‘190.5 231 
232 206.1 104.1 107.6 106.2 100.1 E5O)7 154.7 £58.16. | 280.8: | xor.3 232 
233 207.0 | 104.6 | 108.1 FOG. 7) ||| LOO. O. | WFLA | T55.4 | 15023) 182.6: || ro2),2 233 
234 207.0) || LORE FOS.6) | 107.2 )|| Torr E5260 Net5O.2 | LOOLO.| 183.4 1 To3.0 234 
235 ZO8i7 5 TOs60 | LOO.r | TO7./7 ||| ToT.6 || 152.7 | 156.7 | 160.7 | 184.2 | 193.8 235 
236 209.6 106.0 109.5 108.2 I02.1 PSS | esd | tO) TSa Oo || wom. 236 
237 210.5 |} 106.5 ELOMO | LOSa7 |xO20..| 54:0) || sear LO? 5°) 285.4) "|. 595.5 237 
238 2t%.4 | TOF 0 | TiO. 5 109.2 LOS US4.7) TS818-|162.8") 286.5] Fob. 238 
239 212.23) |) LO a5 T2t.O | 10056 | (£0315 1155.4. | 250.5 | 1Os.5 1287.3 | 297.2 239 
240 2Ize2 heros so | LETS) | atone || LO“ | 5042 || 160.2 | 64130) T8Sa1 Gl rO8)n0 240 
241 214.1 FOS. 4) | t220. || TtO-6 | To4s, | 15057 || 160.9 7 165.0) | r88i9 || ro8e8 241 
242 2550) | tO8ag | 252.5) | rrr. t Tos.0 | 57.4 | 161.5 | £65.7 | 189.4 | T9o9.7 242 
243 215-8 | 109.4 | 113.0 | EXE.6 | FOS.'5 | T5821 162.2 | 166.4 | 1T90.5 | 200.5 243 
244 216.07 } 509.9) ERZ 5 7 LI2a 106.0 } 258.7 | 162.9 |.167.1 | 192:3 |) 207.3 244 
245 ArT OMTTOS A ita On | ieD2O ||\robets) | SOx. | 163/16) | 1167).8 | soar || 2022 245 
246 228.5 || 150.8 | 2E4-5 ||| 2232 || 107.10 | 160.1 | 164.3 | 168.5 | 192.9 "| 203.0 246 
247 ZUQsAMETEL. 3) | Seas Oma 6s6) | 107-6) | 1060/7 | «65.0; | «160.2 || 193).6) If 203.08 247 
248 22s IELLE SON EUSh 4 || etAad | eLOSsoO) | LOL 24 | 165/17. | 109.07) to4.4..| 2047 248 
249 221.2 | 112-3 | 125.9 | 224.6 | 108.5 | 152.1 | 166.3 | 170.6 | ros5.2 | 205.5 249 
250 22905) \err205 | TkO.4) | ES.t | cOgno! | 102.7) [1070 | 171.53 | 196.0 | 2063 250 
251 22340 || T%3.2| 106.9 | E56 | 109.5 |7163.4 |-167.7 | 172.0 | 196.8 | 207-2 251 
252 22368 \elrge7 | itya4 | rOrx || rLoVoL |eT64. 1 168.4 | 172.7 | 197.6 | 208.0 252 
253 224.7 | Tu4.2 | 117.9 | 16.6 | rZ0-5 | 164.7 | 160.1 | 173.4 | 198.4 |.208.8 253 
254 OAE30: | eIvAsy) | TLS.A. |) MTFs d IIr,o | 165.4 | 169.8 | 174.1 | 199.2 | 209.7 254 
255 220s LL Tee2n | Tsou ler 7rOMleci ras || TOO. |et7005) | 174.9) le2o0.08 lee T1015 255 
256 Pave lex cee le TmoOnAeLronr |r 2on|) LOO. | T70. 1) | 6755) | e200. 85 leet 3 256 
257 228.3 |} 226.1 TL9eO) | LESa6: || cT25 | 107.4") 171.8 | 176. 2)| 20n6 | tanec 257 
258 22002 \ErtO.0 | T2004 | stoeT | rxg.0 | 108-7 || 172..5.| 170.9 |, 202).3) | 213.0 258 
259 PSonr \NTL7 eT) [e120 O lenTOOO) |etrs.s | 108.8 |) 27362) | 177200) 203.02 \rar3'8 259 
260 \p23rs0 [1116726 | 12p.4 | 120.1 | 114.0 | 160.4°| 173.9 | 178.3 || 203-9 | 224.7 | 260 
261 230-8) | Gtr8si Taino JeT2OrOl |eeranee |) T7040 T7450) | T7O.00204.7 | carshs 261 
262) We23eu7eleT1S.6 | 122.4 | tenor | 15.0 | 170.8 | 175.3 | 179.8!) -205.5 | 256.3 262 
263 233.6 | 119.0 | 122.9 | 121.6 | tigss | -I71-4 | 176.0 | 180.5 | 206.3 | azry.2 263 
2OAP2sue si let tO.5) \)t2gn4 |e122ea |) rr6.0. | 272.2 |) 0760.0 | 181.2 | 207% | 218.0 | 264 
265 23654) | 20,0, | 123.9 |) 122.6 | 276.5: | 172-8 | 177-3 | 181.0) | 207.9.1-218.8 265 
266 236.3 | 120.5 | 124.4 | 123.1 | 127.0 | 173.5 | 178.0 | 182.6 | 208.7 | 219.7 266 
267 23722 | i200) || £2469) | 123.6 | 117.8 | 174.5. | 178.7 | 183.3 | 209.5 || 220.5 267 
268 238.1 TAPS IZ Alexeaer el rrSno! | i740 | T7024) | 18450))| 21073 wlineoras 268 
269 23970 \ex2av0 [0225.0 |) 2476 |areS.s) i T7525 | L801 | 184.7 | 211.0) | 222.1 269 
270 239.8 | 122. 1264 | r2as.2 | 119.0 | 176.1 | 580.8 | 185.4 || err. 8 | 2230 270 
Bre gah see: T2650) \x25O [er LOS) let7O.S | L8L.5 |et8O. t) | an2.6, | 22g08.| sa7x 
272 241:6 | 123.4 | 1247.4 | 126.2 | 120.0 | 177.5 | 182.1 | 186.8 | 213.4 | 224.6 272 
273 242.8 | 123.9 | 1247.9 | 126.4 | 120.6 | 178.1 182.8 | 187.5 214.2 | 225.5 273 
274 243.4 | 524.4 | 128.4 | 227.2 | rexsx | 178.8 | 183-5 | 188.2 | 215 f0 | 226.3 274 
2 244. I24. Taso | r27. 7 | r2r.6) | 170.5) | 284.2 | 188.0 | e158 | 227.2 275 
ae apes mei, 129.4 | 128.2 | 122.x | 180.2 184.9 | 189.6 | 2x6.6 | 228.0 276 
277 246.1 | 125.9 | 129.9 | 128.7 | 122.6 | 180.8 | 185.6 | 190.3 | 217.4 | 228.8 277 
278 240.9) |) T2604) |) 130.4 |) a20.2 | 125-7 | 18t.5 |) 180.3) || TOL.0 | 218.2 |) 279.6 278 
279 ZA7 2S) \eT2049 || 140.0) lex2on7 |\r2¢.6 |) 182.2 | 187-0 |, TOT.7 | 228.19) | 230.5 279 
280 PASE ere age eigunA lersonz |eretex WiT8228 | 58727 | 192.4 |-aro.% |4235 33 280 
281 249.6.| 127.8 | 131.9 | 130.7 | 124.6 | 183.5 | 188.3 | 193.1 | 220.5 | 232.1 281 
282 Brows lereSns | used \igre2 | ©2500 | roqin2 || 89.0) || 193.9 | 221.3 | 233.0 282 
283 255.4 | 128.8 | 14209 | 23207 | x25.6 | 184.8 | 180.7 .| 194.6 | 222.1 |. 233.8 283 
284 252.3 | 129-3 | 33.4 | 132.2 | 226-1 || 185.5 |-190.4 | 195.3 | 222.9 | 234.6 284 
——_—————— 0 nr vO Ors 


628 FOOD INSPECTION AND ANALYSIS. 


MUNSON AND WALKER’S TABLE FOR CALCULATING DEXTROSE, INVERT 
SUGAR, LACTOSE, AND MALTOSE—(Continued). 
[Weights in milligrams.] 


: Invert Su ar 
5 and Serene! Lactose. Maltose. 6 
a 3 
© S ees 
a "a = I ° ie) © 
i Za “ 3 $ a a fe Ke 
§ d ish a ie K 
) : : * a : 2 fo) 
ce ee ee a Rehcona eee eae ed Berea eM Kee heel fee 
2 ot te Boa kOie oho jugs a 5 = H | & 
§ a K > Soy toys etry = eI S - Q 
tS) iS) A as 6 a 3) } Oo S) Oo 5 
285 253.2 | 129.8 | 133.9 | 132.7 | 126.6 | 186.2 | 191.1 | 196.0 | 223.7 | 235.5 285 
286 254.0 | 130.3 E3404 ) 133 02 127.1 | 186.9 r9o1.8 196.7 224.5 | 236.3 286 
287 254.29 || 130.8. || 234.9 | 133.7 | 127.16 | 87.5 | 102.5 197.4 | 225.3 | 237.1 287 
288 285.8 | 131.3 | 135.4 | 134.3 | 128.1 | 188.2 | 493.2 | 198.1 | 226.1 | 238.0 288 
289 256.7 | 131.8 | 135.9 | 134.8 | 128.6 | 188.9 | 193.8 | 198.8 | 226.9 | 238.8 289 
290 264.6 | 132.3 | 136.4 | 138.3 | 129.2 | £80.5| | TO4.5 | 190.5.) 227016 23050 290 
291 258.5 | 132.7 | 136.9 | 135.8 | 129.7 | 190.2 | 195.2 | 200.2 | 228.4 | 240.5 291 
292 259-4 133.2 137.4 E3643 130.2 190.9.| 195.9 200.9 229.2 241.3 292 
293 | 260.3 | 133-7 | 137-9 | 136.8 | 130.7 | 191.5 | 196.6 | 201.6 | 230.0 | 242.1 | 203 
294 201.2 | 434.2 | 238.4 | 13763 | 131.2] 192.2 | 207-3 || 202.3) | 230-8 | 24276 294 
295 262.0 | 134.7 | 138.9 | 137.8 | 131.7 | 192.9 | 198.0 | 203.0 | 231.6 | 243.8 295 
296 262.9 | 135.2 | 130.4 | 13853. | L322) | FOS.0 | 108-7, | 520607 | V2ag2n4 naga 296 
297 263-8 | 135.7 || r40.0 | 138.8 | 132.4 | EO4.2 |} TOO.3 | 204.4 | 23302) | 245.4 2097 
298 264.7 | 136.2 | 140.5 | 139.4 | 133.2) | 194-9 | 200.0 | 205.1 } 234.0 | 246.3 298 
299 265.6 | 136.4 | 14240 | 136.0 | 13367 || TOS). || 20007 | 205-8 | 23478) | a4qex 299 
300 | 266.5 | 137.2 | r4r.5 | 140.4 | 134.2 | 196.2 | 201.4 | 206.6 | 23 2 
. m > 5 4 : At: 0° 
301 267.4 | 137-7 | 142.0 | 140.9 | 134.8 | 196.9 | 202.1 | 207.3 Aes 248.8 oy 
302 268.3 | 138.2 | 142.5 | r4t.4->| 135.3 | 197.6 | 202.8 | 208.0 | 237.1 | 240.6 302 
303 269.1 IZ8h7 | rage | T4t.o | 1356S) |) 19893) || 2035 || 20897 ||Sais7 ol asona 303 
304 270.0 | 139.2 | 143.5 | 142.4 | 136.3 | 198-9 | 204.2 | 2090.4 | 238.7 | 251.3 304 
305 270.9 | 139.7 | 144.0 | 142.9 | 136.8 | 199.6 | 204.9 | 210.1 | 23 252.1 ° 
306 2708 | LAOn20|er4ges |) PAZ 04 | 2373) |) 200-3 |) 205/15, |) 22058 ese pee ae 
307 27207 | T40n7 | EAR NO 14400 | 1370S I 2OL-O || 2002 | 2nlI5) || eurere lean sne 307 
308 | 273.0 | 14.2 | 45.5 | r44a5 | 13803 | 20r.6 | 206.9) | 212-2 |) 247 Jo || 254-6 308 
309 274.5 | t4r.7 | 246.2 | 145.0 | 138.8 | 202.3 | 207.6 || 252.0) | o4oty7 | a5ss4 309 
310 | 275.4 | 142.2 | 146.6 | r45.5 | 139.4 | 203.0 | 208.3 | 213.7 | 24 256. 
311 276.3 T42c7, LAME 146.0 | 139.9 | 203.6 | 200.0 | 214.4 oie poe siz 
312 277.1 | 14352 | 247.6 | r46sg | E4024 204.3 | 200.7 | 2E5.t | 2450 || 25950 312 
Sis 278.0 | 24367 || B48 .E 147.0 | 140.9 | 205.0 | 210.4 } 215.8 | 245.8 | 258.8 B25 
314 278.9 | 144.2 | 148.6 | 147.6 | 14t.4 | 205.7 | 211.1 | 216.5 | 246.6 | 259.6 314 
315 279.8 | 144.97 I49.1 148.1 TALNO) |P200NS Zbl. Week yz iien 260 
316 | 280.7 | T4552) 149-6 | r48.6 | 14244 || 207-0 | 212.5 || 217-9 cos aes Ss 
317 28636 | 145.7 || 150.2 149.1 TAZ iO; | 207.7 || 21325 |) 21826) ano to |) 26258 317 
ey ae? 5 | 846.2) | 250.7 || r4926 | wagss | 208.4 | 213.18) | 219.3 || 249.8 || 26240 318 
319 283.4 | 146.7 151.2 150.1 144.0 | 209.0 | 214.5 | 220.0 | 250.6 263.7 319 
SIOMNNISA a TA7 2 | usta, | Tso Ta anse |e 200. 7uezese Sale 2On yn mo 
: . oe 264.6 
321 See E47 a7 | P5222 |) P5r.a) | T4620 | 2EO.4 || 2E5.0) || 22054 cae aed oe 
322 popes TAs.2 | 25207 || Try | Tasos) | 2EEO; |) 200.0) 22252) ara tg 266ne 322 
323 a4 19 | 148.7 || 153.2 | 152.2 || 146.0 || 281.7 | 25723 | 222.9) 2°09 |) 26707 323 
324 | 287.8 | 149.2 | 153.7 | 152.7 | 146.6 | 212.4 | 218.0 | 223.6 | 254.5 | 267.9 | 324 
325 EYIS GE || aexsisue || saline || nace dl ken 
: Foe le@tZok \e2ES eye e224. Simo cine 268. 
326 | 289.6 | 150.2 | 154.8 | 153.8 | 147.6 | 213.7 | 219.4 | 225.0 aoe veuae oe 
Bae 290.5 | 150.7 | 155.3 | 154.3 | 148.1 | 214.4 | 220.1 | 225.7 | 256.9 | 270.4 327 
32 291.4 | 151.2 | 155.8 | 154.8 | 148.6 | 215.1_| 220.7 | 226.4] 257.7 | 271.2 328 
329 292.2 | 151.7 | 156.3 | 155.3 | 149.x | 215.8 | 220.4 | 227.1 | 258.5 .| 242.1 329 
330 | 293.1 | 152.2 | 156.8 | 155.8 | 149.7 | 216.4 | 222.1 | 227.8] 2 
331 BOAO HES Barz i 5/703) |r SOnA || sk SOmauiln an 7) Kalle 2 aroun lee 2 Ole, Be Bho ee 
332 Bee 153-2 | 157-9 | 156.9 | 150.7 | 217.8 | 223.5 | 229.2] 260.8 | 274.6 332 
333 oboe 153-7 | 158.4 | 157.4 | 151.2 | 218.4 | 224.2 | 230.0] 261.6 | 275.4 | 333 
334 | 296.7 | 154.2 | 158.9 | 157.9 | 151.7 | 219.1 | 224.9 | 230.7] 262.4 | 276.2 | 334 
335 | 297-6 | 154.7 | 159.4 || 158.4 | 1521.3 | 219-8 | 22506 || 2 
31. 63. : 
336 298.5 | 155.2 | 159.9 | 259.0 | 152.8 | 220.5 | 226.3 Sie aecue pie ; 333 
337 299.3 ||| 155-8 |) PGo.5) |) Deon s5 TRZHig) || 22D a lee 7A) eR en5, 264.8 278.7 2 
33 300.2 | 156.3 | 161.0 | 160.0 | 153.8 | 221.8 | 227.7 | 233.5] 265.6 | 279.5 ae 
339 | 30%. | 19678 | T6r.5 | 160.5 | 154.3 | 22225) | 228.3.) 23402 266.4 280.4 acg 


SUGAR AND SACCHARINE PRODUCTS. 629 


MUNSON AND WALKER’S TABLE FOR CALCULATING DEXTROSE, INVERT 


SUGAR, LACTOSE, AND MALTOSE—(Continued). 
[Weights in milligrams.] 
i a ES ee ae 


Invert Sugar 


S and Sucrose. Lactose. Maltose. 5 
8 3 
= iS P ; o 
o . = ra Si ie) Q 2 
a | 4 g | 2 . a | eee 
fo) S) 4 : g = 5 + + : + 5 
2 = a u Dy 5 i} = ig] =| a 
ae g 
e1 8)-2 16/68) a8) 2/e ai] a]2 
eer) Secs) | lke | ed 
5 ) a) 4 6 a 6) o 6} S) 3) S) 
340 | 302.0 | 157.3 | 162.0 | 161.0 | 154.8 | 203.2 | 229.0 | 234.9 | 267.1 | 281.2 | 340 
341 | 302.9 | 157.8 | 162.5 | 161.6 | 155.4 | 223.8 | 220.7 | 235.6 | 267.9 | 282.0 | 341 
342 303.8 | 158.3 | 163.1 | 162.1 | 155.9 | 224.5 | 230.4 | 236.3 | 268.7 | 282.9 342 
343 304.7 | 158.8 | 163.6 | 162.6 | 156.4 | 225.2 | 231.1 | 237.0 | 260.5 | 283.7 343 
344 | 305.6 | 159.3 | 164.1 | 163.1 | 156.9 | 225.9 | 231.8 | 237.8 | 270-3 | 284.5 | 344 
345 | 306.5 | 159.8 | 164.6 | 163.7 | 157-5 | 226.5 | 232.5 | 238.5 | 271-1 | 285.4 | 345 
346 | 307-3 | 160.3 | 165.1 | 164.2 | 158.0 | 227.2 | 233.2 | 239.2 | 271-9 | 286.2 | 346 
347 | 308.2 | 160.8 | 165.7 | 164.7 | 158.5 | 227.9 | 233.9 | 230.9 | 272-7 | 287.0 | 347 
348 | 309.1 | 161.4 | 166.2 | 165.2 | 159.0 | 228.5 | 234.6 | 240.6 | 273-5 | 287-9 | 348 
349 | 310.0 | 161.9 | 166.7 | 165.7 | 159.5 | 229.2 | 235.3 | 241.3 | 274-3 | 288.7 | 349 
350 | 310.9 | 162.4 | 167.2 | 166.3 | 160.1 | 229.9 | 235.9 | 242-0 | 275-0 | 289.5 350 
351 311.8 | 162.9 | 167.7 | 166.8 | 160.6 | 230.6 | 236.6 | 242.7 | 275.8 | 290.4 351 
352 312-7 | 163.4 | 168.3 | 167-3 |. 201.1 | 237.2 | 237.3 | 243.4 | 276-6 | 201-2 352 
353 313.6 | 163.9 | 168.8 | 167.8 | 161.6 | 231.9 | 238.0 | 244.1 | 277-4 | 292.0 353 
354 | 314.4 | 164.4 | 169.3 | 168.4 | 162.2 | 232.6 | 238.7 | 244.8 | 278.2 | 292.8 | 354 
355 | 315.3 | 164.9 | 169.8 | 168.9 | 162.7 | 233.3 | 230.4 | 245.6 | 279.0 | 293.7 | 355 
350 | 316.2 | 165.4 | 170.4 | 169.4 | 163.2 | 233.9 | 240.1 | 246.3 | 279-8 | 294.5 | 356 
357 317.1 | 166.0 | 170.9 | 170.0 | 163.7 | 234.6 | 240.8 | 247.0 | 280.6 | 295.3 357 
358 | 318.0 | 166.5 | 171.4 | 17045 | 164.3 | 235.3 | 2417.5 | 247.7 | 282-4 | 296.2 | 358 
359 | 318.9 | 167.0 | 171.9 | 171.0 | 164.8 | 236.0 | 242.2 | 248.4 | 282.2 | 297.0 |] 359 
360 | 319.8 | 167.5 | 172.5 | 171.5 | 165.3 | 236.7 | 242.9 | 249.1 | 282.9 | 297.8 | 360 
361 320.9 TOS50\ | -273)10, | 272.5 165.8 | 237.3 | 243.6 | 249.8 283.7 | 298.7 361 
362 | 321.6 | 168.5 | 173.5 | 172.6 | 166.4 | 238.0 | 244.3 | 250.5 | 284.5 | 299.5 | 362 
363 | 322.4 | 169.0 | 174.0 | 173.1 | 166.9 | 238.7 | 245.0 | 251.2 | 285.3 | 300.3 | 363 
364 | 323.3 | 169.6 | 174.6 | 173-7 | 167.4 | 239.4 | 245.7 | 252.0 | 286.1 | 301.2 | 364 
6 324.2 | 170.1 | 175.1 | 174.2 | 167.9 | 240.0 | 246.4 | 252.7 | 286.9 | 302.0-| 365 
368 325-1 || 470.0 | 175.6 | 174.7 | 168.5 | 240.7 | 247.0 | 253.4 | 287.7 || 302.8 4) 366 
367 326.0 | £72.21 | 176.1 | 175.2 | 169.0 | 241.4 | 247.7 | 254.1 | 288.5 | 303.6 367 
368 | 326.9 | 171.6 | 176.7 | 175.8 | 169.5 | 242.1 | 248.4 | 254.8 | 289.3 | 304.5 | 368 
369 327.8 | 172.1 177.2 | 176.3 | 170.0 | 242.7 | 249.1 | 255.5 | 290.0 | 305.3 369 
o | 328.7) 172-7 | 177-47 | 176.8 || 170.6 | 243.4 || 249.8 || 256.2 | 290.8 | 306.1 | 1370 
Ae 32905 |olr3ea |er7S9s | 277-4 | L7Hat || gag. | 250.5 | 256.9 | 291.6 | 307-0 || 37r 
372 | 330-4 | 173.7 | 178.8 | 177.9 | 171.6 | 244.8 | 251.2 | 257.7-| 292-4 | 307-8 | 372 
373 | 33%-3 | 574.2 | 179.3 | 178.4 | 172.2 | 245.4 | 251.9 | 258.4 | 293.2 | 308.6 | 373 
374 | 332.2 | 174-7 | 179.8 | 179.0 | 172.7 | 246.1 | 252.6 | 259.1 | 294.0 | 309.5 | 374 
33-1 | 475-3 | 280.4 | 179.5 | 173-2 | 246.8 | 253.3 | 259.8 | 294-8 | 310.3 | 375 
a48 os 175.8 | 180.9 | 180.0 | 173.7 | 247.5 | 254.0 | 260.5 | 295.6 | 311.1 | 376 
377 | 334-9 | 176.3 | 181.4 | 180.6 | 174.3 | 248.1 | 254.7 | 261.2 | 296.4 | 312.0 | 377 
378 | 335.8 | 176.8 | 182.0 | 181.1 | 174.8 | 248.8 | 255.4 | 261.9 | 297.2 | 312-8 | 378 
379 | 330-7 | 177-3 | 182.5 | 181.6 | 175.3 | 249.5 | 256.1 | 262.6 | 297-9 | 313-6 | 379 
80 
80 -5 | 277.9 | 183.0 | 182.1 | 275.9 | 250.2 | 256.8 | 263.4 | 298.7 | 354-5 | 3. 

3ar AS 178.4 | 183.6 | 182.7 | 176.4 | 250.8 | 257.5 | 264.1 | 299-5 | 315.3 | 381 
382 | 339-3 | 178-9 | 184.1 | 183.2 | 176.9 | 251.5 | 258.1 | 264.8 | 300.3 | 316.1 | 382 
383 340.2 179.4 | 184.6 | 183.8 | 177.5 | 252.2 | 258.8 | 265.5 | 301.1 | 316.9 383 
384 | 341.1 | 180.0 | 185.2 | 184.3 | 178.0 | 252.9 | 250.5 | 266.2 | 301.9 | 317-8 | 384 
8.6 385 

8 342.0 | 180.5 | 185.7 | 184.8 | 178.5 | 253.6 | 260.2 | 266.9 | 302.7 | 31 
380 342.9 | 181.0 | 186.2 | 185.4 | 179.1 | 254.2 | 260.9 | 267.6 | 303.5 | 319+4 ae 
387 | 343.8 | 181.5 | 186.8 | 185.9 | 179.6 | 254.9 | 261.6 | 268.3 | 304.2 | 320.3 att 
388 | 344.6 | 182.0 | 187.3 | 186.4 | 180.1 | 255.6 | 262.3 | 269.0 | 305.0 | 321.1 38 
389 | 345.5 | 182.6 | 187.8 | 187.0 | 180.6 | 256.3 | 263.0 | 269.8 | 305.8 | 321.9 | 389 
: -8 | 390 

° 6.4 | 183.1 | 188.4 | 187.5 | 181.2 | 256.9 | 263.7 | 270.5 | 306.6 | 322 
ae A aaka 183.6 | 188.9 | 188.0 | 181.7 | 257.6 | 264.4 | 271.2 | 307.4 | 323.6 ee 
392 348.2.| 184.1 | 189.4 | 188.6 | 182.3 | 258.3 | 265.1 | 271.9 | 308.2 | 324.4 39 
393 349.1 | 184.7 | 190.0 | 189.1 | 182.8 | 259.0 | 265.8 | 272.6 | 309.0 | 325.2 393 
394 | 350.0 | 185.2 | 190.5 | 189.7 | 183.3 | 259.6 | 266.5 | 273.3 | 309.8 | 326.1 | 394 

er 


630 FOOD INSPECTION AND ANALYSIS. 


MUNSON AND WALKER’S TABLE FOR CALCULATING DEXTROSE, INVERT 


SUGAR, LACTOSE, AND MALTOSE—(Continued). 
[Weights in milligrams.] 


Invert Sugar 


S and Sucrose. Lactose. Maltose. S 
3 3 
Ss} = fo) : : & 
Se . | a | 3 Se cee 
R| 2 Sginere ine rahi ee a 18 
ro) } A 3 al 5 oF oP a ap ie) 
Pa L 3} a | ob oy | 2] 2 a | = 
3 g =e a3 aa (S) OF e) ie) e) 3 
Dalaeeoa ire Silico | ta.) 38 5 é B 7 | 
a a i > eA | GA re me a a rs Q 
5 fs} A a 3 - 5 5 3) S Suniaco 
395 | 350.9 | 185.7 | 191.0 | 190.2 | 183.9 | 260.3 | 267.2 | 274.0 | 310-6 | 326.9 | 395 
396 S6ieo Loo) |) Oto" | x 90K 7, 184.4 "261.0 | 267.0 | 274.7 | $21.41 327-7 396 
397 359.6 | 286.8 | Toz.r | 19k. 3 184.9 | 261.7 268.6 || 27505 Sizer 1 32820 397 
308 | 353.5 | 187.3 | 192.7 | 191.8 | 185.5 | 262.3 | 260.3 | 276.2] 312.9 | 329.4 | 398 
399 | 354.4 | 187.8 | 193.2 | 192.3 | 186.0 | 263.0 | 269.9 | 276.9] 313-7 | 330.2 399 
400 | 933553 | 188.4 | 193.7 | 1929 | T8625 | 96327) 270.6 | 277-6] 32425 63 eet 400 
gor | 356.2 | 188.9 | 194.3 | 193.4 | 287-% || 264.4 | 27.3 || 27873 | 3E5-3 | 335-9 404 
402 357-1 189.4 | 194.8 | 194.0 | 187.6 | 265.0 | 272.0 | 279.0 316.1 332.7 402 
403 | 358.0 | 189.9 | 195.4 | 194.5 | 188.1 | 265.7 | 272.7 | 279.7 | 316-9 | 333-6 | 403 
404 | 358.9 | 190.5 | 195.9 | 195.0 | 188.7 | 266.4 | 273.4 | 280.4] 317-7 | 334-4 | 404 
405 359.7 || 191.0 || 196.4 | 195.6%) sS8ona | 26700 || 27450) || 28m-a |) 328" 2 ° 
406 360.6 | r9r.5 | 197.0 | 196.x | 189.8 | 267.8 | 274.8 | 281.9 eeoes the pe 
4yo7 | 361.5 | 192.1 | 197.5 | 196.7 | 190.3 | 268.4 | 275.5 | 282.6] 320.0 | 336.9 | 407 
408 26254 | toz.6 | L982 ||) TOym2 || 290.8) | 260.0 276e2 ||) 28eleg) es 2OnOnlSsieu 408 
409 363.3 | 193.1 | 198.6 | 197.7 | 191.4 | 260.8 | 276.9 | 284.0 | 321.6 | 338.5 409 
410 364.2 | 193-7 | 199.1 198.3 | £9m.9 ‘| 70-5. | 277.6 | 4284. 322.4 |) 330% 10 
All 365.2 | i94.2 | 89029 | 298.8. 192.5 | 275.2 | 27853 meet 323.2 anes me 
412 306.0 194.7 | 200.2 199.4 | 193.0 | 271.8 | 279.0 | 286.2 | 324.0 | 341.0 412 
413 366.9 | 195.2 200.8 199.9 | £9305 | 272.5 | 279.7 | 286.9 | 324.8 || 3490 413 
414 267.7 || r95%.8 | 201.3 | 200.5) || To4.5 || 27302 | 280.4 | 287.6 | 325-6 | 34207 4I4 
415 368.6 | 196.3 | 201.8 | 201.0 | 194.6 | 273.9 | 281.1 | 288 26. 
416 369.5 196.8 | 202.4 | 201.6 | 195.2 | 274.6 | 281.8 ee oe SRL yes 
417 | 370.4 | 197.4 | 202.9 | 202.1 | 195.7 | 275.2 | 282.5 | 2890.7 | 327-9 | 345.2 417 
418 371.3 || 197.9 | 203.5 | 202.6 | 196.2 1 275.9 || 283)2 | 200745) 328-7 | 340.0 418 
419 372.2 || 198.4 ||| 204-0 |) 203.2 || 196.8 | 1276.6 | 283.0) | 201421) $29.5 ||) s40.8 419 
420 373.2% |] 1990.0 | 204.6 | 203.7 | 19743. | 277.3 | 284.6 | or. °. ‘ 
421 374.0) || 190.5, | 205.2% | 20453 .| (197/.9) 0277.0 ose. 4 ose cores epee ae 
422 374.8 | 200.1 205.7 | 204.8 | 298.4 | 278.6 | 286.0 | 293.3 | 43809 1 34925: 422 
423 375-3 200.6 | 206.2 | 205.4 | 198.9 | 279.3 | 286.7 | 2904.0} 332-7 | 350.2 423 
424 376. 201.1 | 206.7 | 205.9 | 199.5 | 280.0 | 287.4 | 2904.7 | 333-4 | 351.0 424 
425 | 377.5 | 201.7 | 207.3 | 206.5 | 200.0 | 280. 288.1 | 2 
420 378.4 | 202.2 | 207.8 | 207.0 | 200.6 ast 288.8 Goer ee eh as 
427 379.3 | 202.8 | 208.4 | 207.6 | 201.1 | 282.0 | 289.4 | 206.9] 335-8 | 353-5 427 
ae Sou 203.3 | 208.9 | 208. | 202.7 | 282.7 | 260.1 | 207.6] 336.6 | 354.3 428 
429 382.1 | 203.87] 200).5 | 208.7 | 20282) 283.45) 200.8: | 20803 || 3872441 5545 429 
430 382.0 | 204.4 | 210.0 | 209.2 202-7.| 284.0 201 2 
431 382.8 | 204.9 | 210.6 | 209.8 | 203.3 ees hee oer Sees ace 8 yee 
oe Bees oa 5 2ELST | BrOCs 20300 + 28524) 2O2 TO N00 sil so ory 357.6 432 
; 215.7 || 240.9 | 20404 | 286.2 || 20356 | 30n4e 8 
ae 5 340.5 356.5 433 
434 385.5 | 206.5 | 212.2 | 211.4 204.9 286.8 | 2904.3 | 301.9 | 341.3 | 359-3 434. 
435 386.4 | 207.1 | 212.8 | 212.0 | 205.5 | 28 
ss 5 ae 205.0 02. z 
he Ath #07 : 213.3 | 212.5 | 206+0 age aca, eas ne pe te 
5 213.9 | 213.1 | 206.6 | 288.8 | 296.4 | 304.0 6 ‘8 
438 389.1 208.7 | 214.4 | 213.6 | 207.1 | 28 : oe Ve eles: Gey 
. : 9-5 | 207.1 | 304.7 | 344.5 | 362.6 | 438 
439 390.0 | 209.2 | 215.0 | 214.2 | 207.7 | 290.2 | 207.8 | 305.5 | 345.3 | 363.4 439 
440 390.8 | 209.8 | ars 21 
441 Se 210.3 Ae : ee Bete Hee Ages acces a ee an 
442 302. 210.9 | 216.6 | 215.8 | 209.3 | 2 2.2 1} ; ; j : 
443 | 393.5 | 211.4 | 217.2 | 216.4 | 200.9 aoile Bane pes ee ee ae 
444 394.4 | 212.0 | 217.8 | 216.9 | 210.4-| 293.6 301.3 So Cn ees bred Cay 
: : 309.0 | 349.2 | 567.6 | 444 
445 39823) | 252.5 | 228.3 } ary. 21h. 
446 396.2 | 273.1 | 228.9 aa pecee Aes Sehr peeke ee ae a 
447 | 397.1 | 213.6 | 21090. ; ; : ; a : ; . 
448 397.9 Aue I Pais ee Beak Hae See ae oer ele te rt 
; : . : 5 0.9 
449 | 398.8 | 214.7 | 220.5 | 219.7 | 213.2 | 297.0 | 304.8 | 312.6 | 353.2 | 371.7 449 
CC ——— 
ay 
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MUNSON AND WALKER’S TABLE FOR CALCULATING DEXTROSE, INVERT 


SUGAR, LACTOSE, AND MALTOSE—(Continued). 


{Weights in milligrams.] 
a aa a 


I tS : 
S ee eee Lactose, Maltose. . = 
EI Ei 
S ‘ fo} : : og 
2 : g 4 SI g g S 
fo) S é 3 , 2: i + + : ap fo) 
= : | | es | S| 
g ts 8 e es af fe) fs) fo) 6 6 3 
© & § & oo a) BI g a g a 9° 
See a eet Weenie: eee fm | eo le 
é) co) QA pa 6 « 3) Oo 3) Ss) 3) S) 
450 | 399-7 | 255.2 | 221-2 | 220-2 | 213.7 | 207.0 | 305.5 | 313.3 | 353.9 | 372.6-| 450 
451 A0e-0) | 255.5) | 227.6 | 220.8) | (274.3) | 208.3: | 30642) | 314.0 | 354.7 | 373.4 451 
452 405.5 4|. 216.3 | 222.2 | 221.4 | 214.8 | 209.0 | 306.0 | 314.7 [ 355 Sng 74.2 452 
453 | 402.4 | 216.9 | 222.8 | 221.9 | 215.4 | 299.7 | 307.6 | 315.5 | 356.3 | 375.1 | 453 
454 | 403-3 | 217.4 | 223.3 | 222.5 | 215.9 | 300.4 | 308.3 | 316.2 | 357.1 | 375.9 | 454 
A55)) 404-2) | 225.0) 0223.0 | 2230 )) 2x65) OL. || 309.0 || 310.091 357-9 || 376.7 |), 455 
ASO mNAO5 1) 2bS.. 5) e224. 4 223/10) | 2L7014) SOL. 7 | 09.7 | 3709 | 258.9. | 37700: | 456 
457 405.9 219.1 225.0 224 3% 217.6 302.4 SLOna 318.3 359.5 378.4 457 
458 A002, | 4250.0 || 225.5 | 2224.7 | 2x8. || $03.1 || STI. 2 || 3190 || 36053) | 3791.2 458 
459 407.7 | 220.2 | 226.5 | 225.3 | 218.7 ||. 3038 | giz.8 | 370.8 || 36r.0 | 38010 459 
460 408.6 | 220-7 | 226.47 | 225-8 || 219.2 || 304.5 || 3r2)..5)| 320.5 | 36r.8 | 380.9 460 
401 ACOe5 ) 220.3) |) 2271.2) | 226.49) 229..5) | 305.1 | 223.2 | 32062) | 362.6. | sSane7 461 
462 410..4 +} 221.817 227.8 |-226.9 | 220.3 305.8 | 313.9 | 321.9 | 363.4 | 382.5 462 
463 Abin gul 222-4 228.37 22725 | 220.9) | 300.5 | 324.40 || 322.6 | 36442 | <383 54 463 
464 Ate. 2a he22 2719) 225.9) (e225, 1 1) 220A) S072 315.3 | 323.4. Z0sc0 |-38au2 464 
465 AXLZ)-O"|], 223). 5 .|) 220..5 228.6 | 222.0 | 307.9 | 316.0 | 324.1 | 365.8 | 385.0 465 
466 413.9 | 224.0 | 230.0 | 229.2 | 222.5 | 308.6 | 316.7 | 324.8 | 366.6 | 385.9 466 
467 4I4.8 | 224.6 | 230.6 )-220.7 | 223.2 30972 I Si7104) |o25.50 60763. s80e7 467 
468 ADS. 7) [225).0) [2231.2 | 230.3 | 22327 | 300).9, |) 318.2 | 320.2) 368.2 387.5 468 
469 | 416.6 | 225.7 | 231.7 | 230.9 | 224.2 | 310.6 | 318.8 | 326.9 | 368.9 | 388.3 | 469 
470 Al7.5 | 226.2 | 232.3 | 233.4 | 224.8 | 311.3 | 319.5 | 327.7 | 360.7 | 389.2 470 
471 418.4 | 226.8 | 232.8 | 232.0 | 225.3 | 312.0 | 320.2 || 328.4 | 370.5 | 390.0 471 
472 419-3 | 227.4 || 233-4 | 232-5 | 225.9 | 312.6 | 320.9 | 220.1 | 371.3 | 390.8 472 
473 420.2 | 227.9 | 234.0 | 233.1 | 226.4 | 313.3 | 321.6 | 320.8 | 372.1 | 301.7 473 
474 | 421.0 | 228.5 | 234.5 | 233.7 | 227-0 | 314.0 | 322.3 | 330.5 | 372.9-]| 392.5 | 474 
475, | 421.9 | 229.0 | 235.8 | 234-2 | 227.6 | 324.7 | 323.0°| 330-3 | 373.4 | 393-3) | 475 
470 422.3-| 230.0 | 235.7 | 234.8 | 228.2 | 315.4 | 323.7 | 332.0 | 374.4 | 394.2 476 
477 423.7 | 230-2 | 236.2 | 235.4 | 228.7 | 310.1. | 324.4 | 332-7 | 375.2 | 395.0 A477 
478 42400) \e230.7 |) 230.5 || 235.9) | 220.2 | 316.7 |) 325.1 | 333-4) | 376.0 || 395.8 478 
479 | 425.5 | 231.3 | 237-4 | 230.5 | 229.8 | 317.4 | 325.8 | 334-1 | 376.8 | 396.6 | 479 
480 AAG Aegan DS) | 2SusOul 237-25) 290530) SIS .%, | 326.5) |) 334-9) | 377 50! 307 35 480 
481 27 ae aezn4 |) 23805 237-0 | 230.9) | 318.8 | 327.2) 335.0 | 378.4 |. 398.5 481 
482 A280 \eegoug | 2¢0-0 | 258.2 e232 55) | SIO.5) | 32750 | 330.3" si7002 | 399.5 482 
483 429.0 | 233-5 | 239.6 | 238.8 | 232.0 | 320.1 | 328.6 | 337.9 | 380.0 | 400.0 483 
484 429.9 | 234.2 | 240.22 | 239.3 | 232.6 | 320.8 | 329.3 | 337-7 380.7 | 400.8 484 
485 430.8 | 234.6 | 240.8 | 239.9 | 233-2 | 321.5 | 330.0 | 338.4 | 381.5 | 401.6 485 
486 SEZs Sail 240 Ane 2A0~'S 233.17 | 322),2 30.7. | 3390.2 | 382.3 | 402.4 486 
ASTMNTASA 20 2357 | 240.9 24.0 | 264.3 ||| 322.9 || 330.4) | 339-9 | 383)-r } 403.3) || 487 
488 AZS-15) 200.5) | 242.5 || 242.6 || 234-8 1 323.6 | 332.5 | 340.0 383.9 | 404.1 488 
489 | 434.4 | 236.9 | 243.1 | 242.2 | 235.4 | 324.2 | 332.8 | 341.3 | 384.7 | 404.9 | 489 
490 | 435.3 | 237-4 | 243.6 | 242.7 | 236.0 | 324 9 | 333.5 | 342.0 | 385.5 | 405.8 | 490 
al 


632 FOOD INSPECTION AND ANALYSIS. 


Allihn’s Method for the Determination of Dextrose.*—The solutions 
used are those described on page 615, except that 125 grams of potassium 
hydroxide are used in place of 50 grams of sodium hydroxide in preparing 
the alkaline tartrate solution. Place 30 cc. of Fehling’s copper solution, 
30 cc. of the alkaline tartrate solution, and 60 cc. of water in a beaker 
and heat to boiling. Add 2s cc. of the sugar solution, which must be 
so prepared as not to contain more than 1% dextrose, and boil over the 
flame for two minutes. Filter immediately without diluting through a 
Gooch crucible containing a layer of asbestos fiber, prepared as described 
on page 618, and wash thoroughly with hot water, using reduced pressure. 
Transfer the asbestos fiber and the adhering cuprous oxide by means of 
a glass rod to a beaker and rinse the crucible with about 30 cc. of a boiling 
mixture of dilute sulphuric and nitric acids containing 65 cc. of sulphuric 
acid (specific gravity 1.84) and so cc. of nitric acid (specific gravity 1.42) 
per liter. Heat and agitate till the solution is complete, then filter into a 
scrupulously clean, tared platinum dish of 100-cc. capacity, taking care 
to wash out all the copper solution from the filter into the dish. Deposit 
the copper electrolytically in the platinum dish and weigh. Determine 
the dextrose from Allihn’s table, pages 633-634. 

Or, the metallic copper may be calculated by means of the factor 
0.7989 from the cupric oxide obtained as in Defren’s method (page 618) 
and Allihn’s table used. 

Or, the cuprous oxide as directly obtained by either Allihn’s or Defren’s 
method may be washed with alcohol and ether, dried for twenty minutes 
at 100° C., and weighed, its equivalent in dextrose being ascertained from 
Allihn’s table. 

Browne’s Correction Formula,t{ for use when the Allihn method is 
carried out on samples containing a considerable amount of sucrose, is as 
follows: 

S 
oe D+40’ 


in which C=correction in milligrams to be deducted from dextrose found, 
S'=milligrams of sucrose, and D=milligrams of dextrose. 

He found that the reducing action of sucrose is proportional (1) to the 
concentration of the sucrose and (2) to the amount of unreduced copper. 
In the volumetric methods and in the gravimetric methods when the amount 


* Jour. prak. Chem., 22, 1880, p. 46. 
t Jour. Amer. Chem. Soc., 1906, p- 451. 
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ALLIHN’S TABLE FOR THE DETERMINATION OF DEXTROSE. 
| 

Milli- | Milli- | Milli- Milli- | Milli- | Milli- Milli- | Milli- | Milli- Milli- | Milli- Milli- 
grams | grams | grams |} grams| grams | grams || grams| grams | grams || grams| grams | grams 

of of Cu- of of of Cu- of of of Cu- of of of Cu- of 
Cop- | prous | Dex- Cop- | prous Dex- Cop- | prous Dex- Cop- | prous Dex- 
per. | Oxide. | trose. per. | Oxide. | trose per. |-Oxide. | trose. per. | Oxide. | trose. 
II I2.4 6.6 76 85.6 38.8 I41 158.7 71.8 206) || 232-0 105.8 
12 ws h5) b foe § a 86.7 sOes TAZ) 1501.10 AGB 207) ||23'3)10 106.3 
13 14.6 x6 78 87.8 39.8 ¥43) ||| POr-0 7210 2085) 2342 106.8 
14 15.8 8.1 79 88.9 40.3 144 | 162.1 73h! ZOO massa 107.4 
x5 16.9 8.6 80 90.1 40.8 145 | 163.2 73.9 200) |) 230\.4 107.9 
16 18.0 9.0 81 QI.2 41.3 146 | 164.4 74.4 an) +2347..6 108.4 
17 19.1 9.5 82 92.3 41.8 TAVE erOsies 74.9 eRe) || Peysa 109.0 
18 20.3 10.0 83 03-4 42:3 148 | 166.6 iS is15 213 | 239.8 109.5 
19 21.4 Tons 84 04.6 42.8 I49 | 167.7 76.0 214 | 240.9 110.0 
20 aa II.o 85 05-7 43-4 I50 | 168.9 76.5 205) |_242. 7 110.6 
21 23.6 CB 86 96.8 43-9 T5zr) | 170.0 77.0 216. | 243.2 125 6) esp 
22 24.8 I2.0 87 07.9 44.4 aye a aby ata 75.5) 217 244.3 LPT. 6 
23 25.9 T2465 88 99.1 44.9 Tsoi) 672.3 78.1 20S M245 eA iipgy Wyo 
24 2750 r3.0 89 | 100.2 45-4 DS54 | £7304 78.6 219 | 246.6 eae, 
25 28.1 13/5 90 | 101.3 45-9 E55 | 274.05 7O\.¥ 220 | 247.7 113.2 
26 290.3 I4.0 (ope 102.4 46.4 156 | 175.6 79.6 221 248.7 E03) 7 
27 30.4 14.5 92 | 103.6 40.9 157 | 176.8 80.1 222 | 2490.9 114.3 
28 Se tei I5.0 93) | Tog ATs, 158 | 177.0 80.7 223 | 251.0 114.8 
20 32.7 T5215 94 | 105.8 47.9 I59 | 179.0 81.2 224 | 252.4 ED§.3 
30 33-8 16.0 95 | 107.0 48.4 160 | 180.1 81.7 PS Masses} EDS 30) 
31 34-9 16.5 96 | 108.1 48.9 E6r || r8xr.3 82.2 226 | 254.4 116.4 
32 36.0 17.0 oF || 10072 40.4 162 | 182.4 82.7 227 | 255.6 116.9 
33 37,2 Uleey 98. | -£r0.3 40.9 163 | 183.5 83.3 228 | 256.7 TRI: 
34 38.3 18.0 OOn|) ria 5) 50.4 164 | 184.6 83.8 2290 | 257.8 £18.10 
35 39-4 18.5 100 | 112.6 50.9 165 | 185.8 84.3 230 | 258.9 118.5 
36 40.5 18.9 po) ie a oe i Fey 51.4 166 | 186.9 84.8 231 | 260.2 II9.0 
37 Atay 19.4 102 114.8 51.9 167 188.0 Seis agau 20r.2 119.6 
38 42.8 19.9 103 | 116.0 52.4 168 | 189.1 85.9 223 262.3 120.1 
39 43-9 20.4 LO4 |, Ly st 52/30) 169 | 190.3 86.4 234 | 263.4 T2017, 
40 45.0 20.9 Io5 | 118.2 53-5 EVO! | FOk. A 86.9 235 | 264.6 Ea hie) 
41 46.2 21.4 106 | 119.3 54.0 I70 | 102.5 87.4 2360 | 265.7 121.7 
42 TG ee 21.9 107 120.5 54-5 172) | 103.6 87.9 237 266.8 122.3 
43 48.4 22.4 108 | 121.6 55.0 173 | 194.8 88.5 238 | 268.0 122.8 
44 49-5 22.9 109 | 122.7 | 55-5 174 | 195.9 | 89.0 239 , 269.1 123.4 
45 50.7 23.4. ©iO | 423.16 56.0 175. | 197.0 89.5 240 | 270.2 123.0 
46 51.8 23.9 ter) T2550 56.5 176 | 108.1 90.0 24r | 2971.3 124.4 
47 52.9 24.4 E12 | 126.1 57.0 TPT tOONs 90.5 2A2) | 27/235 125.0 
48 54.0 24.9 TiS) -t27c12 Bae 5 178 | 200.4 QOL.1 243 | 273.6 TRasia5 
49 GRY) 25.4 114°) 128.3 58.0 I7Q | 201.5 g1.6 244, 274.7 126.0 
50 56.3 25.9 115 | 129.6 58.6 180 | 202.6 92-1 245 | 275.3 126.6 
51 Syed. 26.4 116 | 130.6 59.1 r8r | 203.8 92.6 246 | 277.0 27k 
52 58.5 26.9 I17 E3teay 59.6 182 204.9 93-1 247 278.1 127.6 
53 59-7 27.4 118 | 132.8 60.1 183 | 206.0 93-7 248 | 279.2 128.1 
54 60.8 27.9 II9Q | 134.0 60.6 184 || 204.1 94.2 249 | 280.3 128.7 
55 61.9 28.4 F20) | 135.2 (Oana 185 | 208.3 94.7 250 | 281.5 129.2 
56 63.0 28.8 ¥2r | 136.2 61.6 186 | 209.4 95-2 251 | 282.6 129.7 
57 64.2 20/3 £22) 637.4 62.1 187 | 210.5 Osi 252 | 283.7 130.3 
58 65.3 29.8 123) | 138.5 62.6 188 | 211.7 96.3 253 | 284.8 130.8 
59 66.4 30.3 124 | 139.6 63.1 189 | 212.8 96.8 254 | 286.0 131.4 
60 67.6 30.8 125 | 1401.7: 6327) 190 ! 213.9 97-3 255 | 287.5 131.9 

e 

61 68.7 Chesed 126 | 141.9 64.2 I9QI | 215.0 07.8 256 | 288.2 132.4 
62 69.8 31.8 127 143.0 64.7 192 | 216.2 98.4 257 280.3 1331.0 
63 70.9 B23 128 T4405 65.2 EOSMeeiey ae 98.9 258 | 290.5 Esai 5, 
64 72 32-8 £20) | rast. 2 65.7 194 | 218.4 09-4 259 | 291.6 134.2 
65 WehOe) EX &) 130 | 146.4 66.2 I95 | 219.5 | 100.0 260 | 292.7 134.6 
66 74.3 33.8 rg | 147.5 66.7 196 | 220.7 | 100.5 261 | 293.8 Ts eE 
67 75.4 34.03 132 | 148.6 67,2 107 | 221.8 |) T0OT.0 262 | 295.0 135 ins 
68 76.6 34.8 ESS T4007 OF. 7 198 | 222.9 | 101.5 263 | 206.1 136.2 
60 7 ROG B55 134 | 150.9 68.2 199 | 224.0 }] 102.0 264 | 297.2 136.8 
70 78.8 35.8 136 | 152.0 68.8 200 | 225.2 | 102.6 265 | 298.3 $37.3 
I : 36.3 X36 | F535 60.3 20% 226,15 |) LOZi..2 266 | 200.5 137.93 
a Boe 36.8 E37 Ne L542 60.8 2012) || 22'7), A-V— 103).:7, 267 | 300.6 138.4 
73 82.2 Shoe 138 | 1554 WOrs 203 ||225:5 | 104.2 208: |) 301.7 138.9 
74 83.3 27 139 | 156.5 70.8 204 | 220.7 | 104.7 269 | 322.8 130.5 
75 84.4 38.3 140 | 157.6 Ge 205 |) 230.8.) xvos.3 270 | 304.0 140.0 
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ALLIHN’S TABLE FOR THE DETERMINATION OF DEXTROSE—(Continued). 


Milli- | Milli- | Milli- Milli- | Milli- | Milli- Milli- | Milli- | Milli- Milli- | Milli- Milli- 
grams| grams | grams || grams} grams | grams || grams] grams | grams || grams} grams | grains 
of of Cu- of of of Cu- ot of of Cu- of of of Cu- of 
Cop- | prous Dex- Cop- | prous Dex- Cop- | prous Dex- Cop- | prous Dex- 
per. | Oxide. | trose per. | Oxide. | trose per. | Oxide. | trose. per. | Oxide. | trose. 
a7r |. 305.1 | 140.6 get °| 36%.4-) 168.5 ahr | Ary. 196.3 421 474.0 225.1 
a72'| 306.2) T41.0 322 | 362.5 || 168.0 372 | 428.8 | 106.8 422 | 475.6 225.7 
Ciricy I ekoveaen |) eae eeu / 323 | 363.7 | 169.2 373 | 420.0 | 197.4 423 | 476.2 226.3 
274 | 308.5 | 142.2 324 | 364.8 | 160.7 a74 | 420.2 198.0 424 | 477.4 220.9 
275 | 309.6 | 142.8 R25 | SOS. 7 Olas 375) | 422.2| Lo8.6 425 | 478.5 227). 5 
276: |) 310.9% || 143.3 326 | 367.0 | 170.0 3276) |. 423.3.) TOO=r 426 | 479.6 228.0 
277 |, 332-9. | 143.9 327, | 368.2 | T7ted 377 | 424.5 |) feo. 7 427 | 480.7 228.6 
278 | 313.0 | 144.4 328 | 360.3 | 172.0 378. | 425.6) 200.3 428 | 481.9 2290.2 
279°) 324.2 145.0 S20 mi eS Oe4al| izes: 370) | 426.7; 200.8 429 | 483.0 229.8 
280 | 315.2 | 145.5 FPstey Ill SWeko Sy tle wey Bioe BO0n|| 427.10) ||| 2On. 4 430 | 484.1 230.4 
a8r | 316.4 | 14621 Bete e772 rye 7 sa) 381 | 429.0 | 202.0 431 | 485.3 231.0 
282 | 317.5_ 146.6 See s7seOr) LyA 2 382. 430.1 202.5 432 | 486.4 231.6 
283.) 318.0} T4712 S33) S740) E7AWS 383 | 431.2 | 203.1 Asse! AS7es 232.2 
284 | 319.7 | 147-7 334 | 376.0 | 175.3 384 | 432-3 | 203.7 434 | 488.6 232.8 
285 | 320.9 | 148.3 335 | 377-2 | 175-9 385 | 433.5 | 204.3 435 | 480.7 233-4 
286-! 322.0 | 148.8 3308 S783 270i, 386 | 434.6 | 204.8 436 | 490.9 233.9 
287 | 323.1 | 140.4 337 | 379-4 | 177-0 387 | 435-7 | 205.4 437 | 492.0 234-5 
288 | 324.2 | 149.9 338 | 380.5 | 277.6 388 | 436.8 | 206.0 438 | 403.1 235.1 
289 | 325.4 | 150.5 330 || 38x77 | E78. 389 | 438.0 | 206.5 439 | 404.3 235-7 
290 | 326.5 I51.0 BAOW sO 2icon) Ory) 39° | 439-1 207.1 440 |} 405.4 230.3 
200 | 327.4 || 151.6 341 | 383.9 | 179.3 391 | 440.2 | 207.7 441 | 496.5 236.0 
QO2n) | B2o 7) Mi eS all B42) 385.0 | T7O.8 302 | 447.3 | 20823 442 | 497.6 ig. 5 
203) Si2OnOu 2520.7; 343 | 386.2 | 180.4 303 | 442.4 | 208.8 443 | 408.8 238.1 
204 | 331.0 | 153.2 344 | 387.3 | 180.9 304 | 443.6 | 200.4 444 | 490.9 238.7 
205 | 332.2 | 153.8 345 | 388.4 | 181.5 395 | 444.7 | 210.0 445 | 501.0 239.3 
296.) 333.3 | 154-3 346 | 389.6 | 182.1 306 | 445.09 | 210.6 446 | 502.1 239.8 
207 | 334.4 | 154.9 347 | 390-7 | 182.6 397 | 447.0 | 211.2 447 | 503.2 240.4 
298. 33525 || 155.4 348 | 302-8 | 183.2 308 | 448.1 21137 448 | 504.4 241.0 
209 | 336.6 | 156.0 349 | 302.9 | 183.7 399 | 449.2 | 212.3 449 | 505.5 241.6 
300) | 337.8 | 156.5 350 | 3904.0 | 184.3 400 | 459.3 | 212.9 450 | 506.6 242.2 
30r, | 338.9 1) 15902 351 | 305.2 | 184.9 AOL | 45n.5 |) 2xr3gk5 451 | 507.8 242.8 
302) j=agoue |) Ts 00 B62) 300031 ood 402 | 452.6 | 2t4.2 “452 | 508.9 243.4 
303 | 341.1 158.2 Bese sO e4all eso 403 | 453-7 214.6 453 | 510.0 244.0 
304 | 342.3) 158.7 354 | 308.6 | 186.6 404 | 454.8 | 215.2 A540 |) sr en 244.6 
305 | 343-4 | 1590.3 355 | 399.7 | 187.2 405 | 456.0 | 215.8 455 | 512.3 245.2 
306 | 344.5 | 159.8 356 | 400.8 | 187.7 406 | 457-2 | 226. 6 3. 2 
R07 | 345.6 | 160.4 357 |) 400.0) |) FSSi43 407 | 458.2 Cone a Poe nae 
3U8 | 346.8 | 160.9 358 | 403.1 | 188.9 408 | 4590.4 | 217.5 458 | 515.6 240.9 
309 | 347.9 | 161.5 359 | 404.2 | 189.4 409 | 460.5 | 218.1 459 | 516.8 247-5 
310 | 349.0-| 162.0 360 | 405.3 | 190.0 410 | 461.6.) 258.7 460 | 517.9 248.1 
grt | 350.2 || 162.6 361 | 406.4 | 190.6 40n | 462.7 | oto. 61 I9.0 2 
Bra srs || rose 362.) 407,60) BOT .T 412 | 463.8 SEgee ee, ae oe 
BLS esse Losy 363 | 408.7 Oil, 413 | 465.0 220.4 AO3 | s 2res 249.9 
$id | 353.5 | a64se 364 | 400.8 | 102.3 414 | 466.1 225.0 | 
Sis) | 65400 |! 16458 365 | 410.9 | 192.9 425 || 467.2 | 227.6 
STOU| 3556 05/13 366 | 412.2 193.4 416 68. 22252 
317 | 356.9 | 165.9 307) | ars2n|| moze 417 He 222.8 
318 | 358.0 | 166.4 368 | 4r4.3) | 04.6 418 | 47076 |} 29323 
319 | 359.1 | 167.0 360 | 405.4 | TOS .r 419 | 471.8 | 223.0 
320 | 360.3 | 167.5 370 | 416.6 | 195.7 420 || 472.0 | 22425 


of reducing sugars is sufficient to remove nearly all the copper from the 
solution, the error due to sucrose is but slight. 

Electrolytic Apparatus.—The author has devised the apparatus shown 
in Fig. 110 for the electrolytic deposition of copper in sugar analysis and for 
other work of like nature. A, Fig. 110, is a hard-rubber plate 50 cm. 
long and 25 cm. wide provided with four insulated metal binding posts, B 
each carrying at the top a thumb screw by which a coiled platinum ake 
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( 
Fic. r10.—Four Pan Electrolytic Apparatus, shown (above) with Glass-cevered Top 
Partially Removed, and (below) in Diagram. 
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electrode, C, may be attached. In front of each post is a copper plate 
about 4 cm. square covered with thin platinum foil, P, which is bent 
around the edges of the copper plate and so held in place, the copper plate 
being screwed to the rubber from beneath. On the square platinum- 
covered plate is set the platinum evaporating-dish which holds the solu- 
tion from which the copper is to be deposited, the inside of the dish form- 
ing the cathode, while the electrode C, dipping below the surface of the 
solution, forms the anode. In front of each platinum-covered plate 
is a switch, S, and at either end of the hard-rubber plate is a binding 
post, R, for connection with the electric current. The wiring, which 
is on the under side of the rubber plate, is best illustrated by the diagram 
in Fig. IIo. 

Four determinations may be carried on simultaneously in four plat- 
inum dishes, if desired, the wiring and the switches being so arranged 
that beginning at one end of the plate either the first dish or the first 
two or three may be thrown in or out of circuit at will without inter- 
rupting the current through the remaining dishes. A cover with wooden 
sides and glass top fits closely over the whole apparatus as a protec- 
tion from dust, but may be easily lifted off to manipulate the dishes when 
desired. ‘The sides of the cover are perforated to permit the escape of the 
gas formed during the electrolysis. 

The ordinary street current is used when available, and the strength 
of the current may be varied within wide limits by means of a number 
of 16 or 32 candle-power lamps, K, coupled in multiple, and a rheostat, 
L, consisting of a vertical glass tube sealed at the bottom, containing a 
column of dilute acid, the resistance being changed by varying the length 
of the acid column contained between the two platinum terminals immersed 
therein, one of which is movable. A gravity battery of four cells may 
be employed if the laboratory is not equipped with electric lights. 

In using this apparatus for determining copper, as in sugar work 
the plating process should go on till all the copper is deposited, requiring 
several hours or over night with a current strength of about 0.25 ampere. 
Before stopping the process, the absence of copper in the solution should 
-be proved by removing a few drops with a pipette, adding first ammonia, 
then acetic acid, and testing with ferrocyanide of potassium. If no 
brown coloration is produced, all the copper has been plated out. Throw 
the dish out of circuit by means of the switch, pour out the acid solution 
quickly before it has a chance to dissolve any of the copper, wash the 
dish first with water and then with alcohol, dry, and weigh. 


SUGAR AND SACCHARINE PRODUCTS. 637 


The copper may be removed from the platinum dish by strong nitric 
acid. 

The Ross Apparatus * consists of a funnel tube provided with a stop 
cock and a spiral of platinum wire one end of which passes through and is 
fused into the glass at the constriction. In using the apparatus form an 
asbestos mat in the constriction with the aid of suction, reduce the cuprous 
oxide by a suitable method, and filter and wash through the asbestos mat 
in the same manner as on a Gooch crucible. Close the stop cock, add 
dilute nitric acid (4 : 100) sufficient to nearly fill the tube, introduce a plati- 
num cylinder to serve as the cathode, and use the spiral as the anode. 
Employ a current yielding not more than 1 cc. of electrolytic gas per minute. 
When the copper is all deposited draw off the liquid, wash the platinum 
cylinder, dry, and weigh. 

Determination of Invert Sugar in the Presence of Cane Sugar.— 
Meissl and Hiller Method.t—Defecate 40 grams of the sample dissolved 
in 100 cc. of water in a 200-cc. graduated flask with a slight excess of normal 
lead acetate, make up to the mark, shake, filter, delead with dry sodium 
carbonate or sulphate and again filter. Place 5 cc. of alkaline copper 
solution in each of five test-tubes or small beakers, add 1, 2, 3, 4, and 5 cc. 
of the sugar solution to form a series, heat each to boiling, boil 2 minutes, 
and filter. The solution which gives the highest shade of blue (not 
colorless) contains the proper proportion of sugars for the actual deter- 
mination. Pipette 20 times the volume used in the preliminary test into a 
too-cc. graduated flask, make up to the mark and shake. Prepare 50 cc. 
of alkaline copper solution by mixing 25 cc. of each of the two solutions 
(page 615), heat to boiling, add 50 cc. of the sugar solution, heat again to 
boiling and boil for exactly 2 minutes. Filter and weigh as metallic copper, 
cuprous oxide, or cupric oxide and calculate the results using the following 
formulz and table as simplified by Rice: f | 


100 Cu 88.82 Cu20 79.89 CuO | ga loP. 
Wes oe W Pe Mi eae a 


I=joo>5, I'=0.02YF, 


ees 


in which S and J=approximate per cents of sucrose and invert sugar in 
sugar solids, P=polarization of sample, Cu, CuzO, and CuO=weights 


*B. B. Ross, 8th Int. Cong. App. Chem., 8, 1912, p. 75. 
} Zeits. Ver. deutsch. Zuker-Ind., 14, 1889, p. 715. 
t Personal communication. 
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of copper, cuprous oxide, and cupric oxide found, W=weight of sample 
in 100 cc., F=factor found in following table, and J’=true_per cent of 
invert sugar in the sample. 


MEISSL AND HILLER TABLE OF FACTORS FOR INVERT SUGAR 
DETERMINATION. 


Factors for Weights of Cu, Cu.0, and CuO in Milligrams. 


Cu Cu Cu Cu Cu Cu : Cu 

400 350 300 250 200 I50 100 

oe CuO Cu20 CuO CuO Cw20 CuO Cu20 

450 394 338 281 225 169 113 

CuO CuO CuO CuO CuO CuO CuO 

500 437 375 312 250 187 125 

O:I00] 56.4 55-4 54.5 53.8 53-2 53-0 53-0 

10 : go 56.3 55-3 54-4 53-8 53-2 52.9 52.9 
20 : 80 56.2 S502 54.3 Gey) 53-2, S227, OXY 
30: 70 56.1 Giant Sih, A) GBee7 name 52.6 52.6 
40 : 60 55-9 55-0 54.1 53.6 53-1 52.5 52.4 
50 = 50 55-7 54-9 54.0 sso 6) 53-1 52.3 52.2 
60 : 40 55.6 AT 53.8 Gane 52.8 Goer Sr. 
70 : 30 55°5 54-5 53-5 52.9 52.5 51.9 51.6 
80 : 20 55-4 54.3 53-3 S27, 22 Silay 51.3 
go: 10 54.6 53.6 Seer 52.6 Goan 51.6 Soe 
91:9 54.1 53.6 52.6 Gat 51.6 Sin2 50.7 
92:8 53.6 Sst Ropar a Sra 50.7 50.3 
O37 53.6 5355 Baer 51.2 COny; Bows 49.8 
94:6 cont 52.6 51.6 50.7 50.3 49.8 48.9 
O55 52.6 52.1 its 50.3 49.4 48.9 48.5 
96:4 B2eL Sst 8) 50.7 49.8 48.9 Aqe7 46.9 
9733 50.7 50.3 49.8 48.9 47-7 40.2 45.1 
98 : 2 49-9 48.9 48.5 47-3 45.8 43-3 "40.0 
99:1 47-7 47.3 40.5 45.1 43-3 41.2 38.1 


Rice’s Expanded Meissl and Hiller Table * given on pages 639 to 641 
greatly facilitates the calculation of invert sugar as it gives percentages 
corresponding to different weights of copper, cuprous oxide, and cupric 
oxide, different amounts of the sample, and different polarizations. Instead 
of the amounts directed by Meissl and Hiller use for the preliminary tests 
0.25, 0.50, 1.25, 2.50,and 5 cc. These amounts multiplied by 20 represent 
I, 2, 5, 10, and 20 grams of the sample per 100 cc. Rice states, however, 
that he makes no preliminary tests; if the quantity used is too much he 


* 8th Int. Cong. App. Chem., 8, r912, p. 47. 
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RICE’S EXPANDED MEISSL AND HILLER TABLE GIVING PERCENTAGES OF 
INVERT SUGAR. 


Wt. of Sample in roo cc. rt Gram. 2 Grams. | 5 Grams. 10 Grams. 20 Grams 
Polarization. 30° 352 20° 30° 85° 95°) |) 85° oso le 8500) os? 
Wt. Obtained as 

Cu Cu:0 | CuO 

©.0999|0.1125;0.1250]| 10.28} 10.26] 5.13] 5.12| 1.661] 1.600] 0.76] 0.76 

©. 10IQ/O.1147|/0.1275|| 10.48] 10.46] 5.24) 5.23] 1.708] 1.648] 0.78] 0.78 

©.1039|/0.1170|0.1300]] 10.69] 10.67} 5.34] 5.33] I.755| 1.696] 0.80] 0.80 

©.1059/0.1192|0.1325]| 10.89] 10.87} 5.44] 5.43] 1.802] 1.744] 0.82] 0.82 

©.1070,0.1215|0.1350|| If.10] 11.08] 5.54] 5.53] 1.849] 1.792] 0.84] 0.84 

©.1099|0.1237|0.1375|| II.31| 11.29] 5.65} 5.63] 1.806] 1.839] 0.86] 0.86 

O.I1I9|0.1260,0. 1400 II.52| 11.50| 5.76] 5.74] 1.942} 1.886] 0.88] 0.88 

©.1138/0.1282/0.1425]| 11.73] II.71| 5.86} 5.84] 1.989] 1.933] 0.90] 0.90 

©.1158/0.1305)/0.1450]| 11.94] 11.92] 5.96] 5.95] 2.036] 1.980] 0.92] 0.92 

©.1178/0.1327)0.1475|| 12.15] 12.13] 6.07] 6.05] 2.082] 2.027] 0.94] 0.04 

©.1198/0.1350,0.1500|} 12.36] 12.34] 6.18} 6.16] 2.128] 2.074] 0.96] 0.96 

©.1218/0.1372/0.1525|| 12.57) 12.55| 6.28] 6.26) 2.175] 2.121] 0.98] 0.98 

©.1238,0.1395|0.1550|| 12.78] 12.76] 6.38} 6.36] 2.221| 2.168] 1.00] I.00 

©.1258)/0.1417|0.1575|| 12.99] 12.97| 6.49] 6.47] 2.267] 2.215] 1.02] 1.02 

0.1278'0.1440|0.1600]| 13.21| 13.19] 6.60] 6.58] 2.313] 2.262] I.05] 1.04 

0.1208/0.1462/0.1625]| 13.42} 13.40] 6.70] 6.68] 2.359].2.309] 1.07] 1.06 

0.1318)0.1485|0.1650]|| 13.64] 13.62) 6.81] 6.79] 2.405] 2.356] I.09| 1.08 

0.1338/0.1507|0.1675|| 13.85] 13.83] 6.92} 6.90) 2.451] 2.403] I.11| 1.10 

0.1358/0.1530|0.1700]| 14.07] 14.05] 7.03] 7.01] 2.497] 2.449] 1.13] 1:12 

©.1378|0.1552|0.1725|| 14.28] 14.26] 7.13] 7.211] 2.543) 2.4096) 1.15] E.14 

0.1398)0.1575|0.1750|| 14.50] 14.48] 7.24) 7.22] 2.589] 2.543] 1.17] 1.16 

0.1418/0.1597|0.1775|| 14.72] 14.69] 7.35] 7.33] 2.635] 2.589] 1.19] 1.18 

©.1438)0.1620|0.1800]] 14.93] 14.91] 7.46, 7.44] 2.680] 2.635] 1.22] 1.21 

©.1458/0.1642/0.1825 || 15.15] 15.12} 7-56} 7.54] 2.726) 2.682] 1.24] 1.23 

0.1478|0.1665|0.1850]| 15.37] 15.34) 7.67] 7.65) 2.772] 2.728) 1.27] 1.25 

0.1498|0.1687/0.1875]|| 15.59] 15.56} 7.78] 7.76] 2.817] 2.774] 1.29] 1.27 

©.1518|0.1710|0.1900]| 15.81] 15.78] 7.89] 7.87] 2.862) 2.820] 1.31] 1.30 

0.1538/0.1732/0.1925|| 16.03] 16.00] 7.99] 7.97] 2.907| 2.867] 1.33] 1.32 

0.1558/0.1755|0.1950|| 16.25] 16.22} 8.10] 8.08] 2.952| 2.913] 1.35] 1.34 

©.157810.1777/0.1975|| 16.47} 16.44] 8.21] 8.19] 2.997] 2.959] 1.37] 1.36 

©.1598|0.1800|0.2000]| 16.69] 16.66) 8.32] 8.30] 3.042] 3.005] 1.40] 1.38 

0.1618)0.1822/0.2025|| 16.91} 16.88} 8.43} 8.40] 3.087] 3.051] 1.42] 1.40 

0.1638/0.1845|0.2050]| 17.13} 17.10} 8.54] 8.51) 3.132] 3.007] 1.44] 1.42 

0.1658/0.1867/0.2075|| 17.35] 17.32] 8.65] 8.62] 3.177] 3.143] 1.46) 1.44 

0.1678|0.1890|0.2100|| 17.57| 17.54| 8.76) 8.73] 3.221] 3.188] 1.49] 1.47 

0.1698/0.1912/0.2125|| 17.79] 17.76] 8.87} 8.83] 3.266] 3.234] 1.51] 1.40 

0.1718/0.1935|0.2150|| 18.01] 17.98] 8.98] 8.94] 3.310] 3.280] 1.53] 1.51] 0.72 

OPL7BZ5\0.105710-2175)\|, Lo-23| 16220) .0).00) 9!.05| 3.354 3.325] 1:55] 1253) 0.73 

0.1758)0.1980/0.2200]| 18.45] 18.42] 9.20) 9.16) 3.398) 3.370) 1.58] 1.56] 9.75 

0.1778|0. 2002/0.2225|| 18.67] 18.64) 9.31} 9.26] 3.433] 3.416] 1.60] 1.58] 0.76 

0.17980. 2025/0.2250|| 18.89} 18.86} 9.42] 9.37] 3.488) 3.461] 1.62) 1.60] 0.77 

0.1817|0. 2047/0. 2275|| 19.11} 19.08] 9.53] 9.48] 3.532] 3.506] 1.64] 1.62] 0.78 

0.18370. 2070|0.2300|| 19.34] 19.30] 9.64] 9.59] 3-576] 3.551] 1.67] 1.65] 0.79 
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RICE’S EXPANDED MEISSL AND HILLER TABLE GIVING PERCENTAGES OF 
INVERT SUGAR—Continued. 


Wt. of Sample in 100 cc. 1 Gram. 2 Grams. 5 Grams. 1o Grams. 20 Grams. 
Polarization. 30° 35° 20° 30° 85° Oe Be? | OS? |) SEP as” 
Wt. Obtained as 
Cu Cu20 | CuO 
0.185710. 2092/0. 2325|| 19.56| 19.52] 9.75] 9.70) 3.621| 3.597) 1.69] 1.67| 0.80 
0.1877/0.2115|0.2350|| 19.78] 19.74| 9.86 9.81} 3.666) 3.642] 1.71| 1.69] 0.81 
0.1897/0.2137/0.2375|| 20.00] 19.96] 9.97} 9-92] 3.710) 3.687) 1.73] 1.72] 0.82) 0.81 
0.19170. 2160/0. 2400]| 20.23] 20.19] 10.08) 10.03] 3.754] 3.732] 1.76] 1.75] 0.83] 0.83 
0.1937|0.2182|0.2425|| 20.45] 20.41] 10.19] 10.14) 3.799] 3-777| 1.78] 1.77] 0.84] 0.84 
0.1957|0.2205|0.2450|| 20.67] 20.63] 10.30] 10.25] 3.844] 3.822] 1.80] 1.79| 0.85] 0.85 
0.1977|0.2227/0.2475|| 20.89] 20.85) 10.41] 10.36) 3.888] 3.867| 1.83] 1.81] 0.86) 0.86 
©.1997|0.2250|0.2500|| 21.12] 21.08] 10.52] 10.47] 2.932] 3.912] 1.86] 1.84] 0.88] 0.87 
©.2017|/0.2272/0,2525}}. 21.34| 21.30] 10.63] 10.58] 3.977| 3.957) 1.88| 1.86] 0.89] 0.88 
©. 2037|0.2295|0.2550|, 21.56] 21.52] 10.74] 10.69) 4.022) 4.002] 1.90) 1.88] 0.90) 0.89 
©. 2057/0. 2317|C.2575|, 21.78] 21.74| 10.85] 10.80] 4.006] 4.047] 1.92] 1.90| 0.91] 0.90 
©. 2077/0. 2340/0. 2600|| 22.00] 21.96] 10.96] 10.91] 4.110) 4.092] 1.95] 1.93] 0.92] 0.91 
©. 2097|0. 2362/0. 2625 || 22.22| 22.18] 11.07| 11.02] 4.155) 4.137] 1.97] 1.95] 0.93] 0-92 
©. 2117/0. 2385|0.2650|| 22.44] 22.40] 11.18] 11.13] 4.200) 4.182] 1.99] 1.97| 0.94] 0.93 
©.2137/0.2407|0.2675 || 22.66) 22.62) 11.29] I1.24| 4.244) 4.227) 2.02) 1.99] 0.95] 0.94 
©.2157|0.2430|0.2700|| 22.89] 22.85] 11.40] 11.35] 4.288] 4.271] 2.05] 2.02] 0.97| 0.96 
©.2177|0.2452/0.2725|| 23.11] 23.07| 11.51] 11.46] 4.333] 4.316] 2.07| 2.04] 0.98] 0.97 
0.2197|0.2475|0.2750|| 23.33) 23.29] 11.62] 11.57] 4.378] 4.361] 2.09] 2.06] 0.99] 0.98 
©.2217/0.2407/0.2775|| 23.55| 23.51) 11.73] 11.68) 4.422] 4.405] 2.11] 2.08] 1.00] 0.99 
©. 2237/0. 2520/0. 2800]] 23.78] 23.74] 11.84] 11.79] 4.466| 4.440] 2.14] 2.12] 1.01] 1.00 
©.2257/0.2542/0.2825]|| 24.00] 23.96] 11.95) 11.90] 4.511) 4.494] 2.16] 2.14] 1.02] I.o1 
©. 2277/0.2565|0.2850||.24.22| 24.18] 12.06] 12.01] 4.556) 4.538] 2.18] 2.16| 1.03] 1.02 
©.2297|0.2587/0.2875|| 24.44] 24.40] 12.17] 12.12] 4.600] 4.582] 2.20] 2.18] 1.04] 1.03 
©. 2317|0.2610|0.2900|| 24.67] 24.63] 12.28) 12.23] 4.644| 4.626) 2.23] 2.21] 1.06] 1.05 
©. 2337|0. 2633|0. 2925 24.89 24.85] 12.30] 12.34] 4.689] 4.671] 2.25] 2.23] 1.07| 1.06 
©. 2357\0 2055/0. 2950 25-11) 2507) D2).50) 12-451 4.734) 4.710) 2527225 | t Osjetsor 
0. 237710.2677|0.2975|| 25.33) 25.29] 12.61] 12.56) 4.779) 4.761) 2.20] 2.27] 1.09] 1.08 
©.2397|0.2700|0.3000|| 25.56] 25.52] 12.73] 12.67] 4.823] 4.805] 2.32] 2.30] 1.10] 1.09 
©.2417\0.2722/0.3025|| 25.78] 25.74] 12.84] 12.78] 4.868] 4.850} 2.34] 2.32] I.11| I.10 
©. 2437/0.274510.3050|| 26.00] 25.96] 12.95] 12.89] 4.913] 4.895| 2.36] 2.34] 1.12] 1.11 
0.2457|0.2767/0.3075 || 26.22] 26.18) 13.06] 13.00] 4.958] 4.940] 2.30] 2.37| 1.13] 1.12 
©.2477|0.2790/0.3100]| 26.45) 26.41] 13.18] 13.11] 5.003] 4.085] 2.42] 2.40] 1.15] 1.14 
0. 2497/0. 2812/0.3125|| 26.67| 26.63) 13.29] 13.22] 5.040] 5.031] 2.44] 2.42] 1.16] 1.15 
©.2517/0. 2835/0.3150|| 26.90] 26.85| 13.40] 13.33] 5.095| 5.076| 2.46] 2.44| 1.17] 1.16 
OPQEZTIOn2O5 TOK SL 7 Si) 272 £2\) 27 Or Lr GUieh se Ail SrA 05 yp De eo © eee er lh at fart aetna 
0.2556)0. 2880,0.3200]| 27.35] 27.30] 13.63] 13.56] 5.186) 5.166] 2.51] 2.49] 1.109] 1-18 
O25 70102902105 3225)|| 27.57] 2752) 13.74) t3e07)| Ae2sel Sono) oecs|eoeo met 2o\nteno 
©. 2596/0. 2925|/0.3250]| 27.80] 27.75] 13.85] 13.78] 5.278] 5.258] 2.55] 2.53] 1.21] 1.20 
©. 2616/0. 2947|0.3275 || 28.02} 27.97| 13.96] 13.89] 5.324] 5.303] 2.57] 2.55] 1.22] 1.21 
©. 2636/0. 2970/0. 3300]|| 28.25] 28.20] 14.08] 14.01] 5.371) 5.348] 2.60] 2.58] 1.24] 1.23 
0. 2656/0. 2992/0. 3325 || 28.47| 28.42] 14.19] 14.12] 5.418] 5.394] 2.62| 2.60| 1.25] 1.24 
0. 2676/0. 3015/0. 3350|| 28.70] 28.65] 14.30] 14.23] 5.465| 5.440] 2.64] 2.62] 1.26] 1.25 
0. 2696/0. 3037/0.3375|| 28.93] 28.87] 14.42] 14.35] 5.512] 5.486] 2.66] 2.64| 1.27] 1.26 
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RICE’S EXPANDED MEISSL AND HILLER TABLE GIVING PERCENTAGES OF 
INVERT SUGAR—Concluded. 


Wt. of Sample in 100 ce. 1 Gram. ‘2 Grams. 5 Grams. 10 Grams. 20 Grams. 
Polarization. 30° 35° 20° 30° 85° 05> 95> i S5 ou Sh cmieose 
' * Wt. Obtained as 
Cu Cu20 | CuO 
©.2716|0. 3060/0. 3400]| 29.16) 29.10] 14.54] 14.47] 5.558) 5.532] 2.60] 2.67] 1.28] 1.27 
©. 2736/0. 3082/0. 3425)|| 29.39] 29.32] 14.65] 14.59] 1.605] 5.578] 2.71%] 2.69] 1.29] 1.28 
©.2756/0.3105|0.3450]| 29.62] 29.55] 14.76] 14.70] 5.652) 5.624] 2.73) 2.71] 1.30] 1.29 
©.2776/0.3127|0.3475|| 29.85] 29.77] 14.88] 14.81] 5.699] 5.671] 2.75] 2.73] 1.31] 1.30 
©. 2796/0. 3150|0.3500]| 30.08] 30.00] 15.00] 14.93] 5.746] 5.718] 2.78] 2.76] 1.33] 1.32 
©. 2816/0. 3172/0.3525|| 30.31] 20.23] 15.11| 15.04] 5.793] 5.765] 2.80] 2.78] 1.34] 1.33 
©. 2836/0.3195|0.3550]|| 30.54] 30.46] 15.22] 15.15] 5.840) 5.812] 2.82] 2.80] 1.35] 1.34 
0. 2856/0.3217|/0.3575 || 30.77| 30.69] 15.34] 15.27| 5.888] 5.8509] 2.84] 2.82] 1.36] 1.35 
0. 2876/0. 3240/0.3600]| 31.00] 30.93] 15.46] 15.39] 5.936] 5.906] 2.87] 2.85] 1.37] 1.36 
0. 2896/0. 3262/0. 3625 || 31.23} 31.16] 15.57] 15.50] 5.983] 5.953] 2.80] 2.87] 1.38] 1.37 
©. 2916|0.3285|/0.3650|| 31.46) 31.40| 15.60] 15.61] 6.031] 6.000] 2.91] 2.88] 1.39] 1.38 
©. 2936/0. 3307|0.3675|| 31.69} 31.63] 15.81] 15.73) 6.079] 6.048) 2.93] 2.91] 1.40] 1.39 
0. 2956/0. 3330/0.3700!] 31.93) 31.87] 15.93] 15.85] 6.127| 6.096] 2.96] 2.94] 1.42] 1.41 
0. 2976/0. 3352/0.3725|| 32.16] 32.10] 16.04] 15.96] 6.174) 6.144] 2.98] 2.96] 1.43] 1.42 
0. 2996/0. 3375|0-3750|| 32.40] 32.34] 16.16] 16.08) 6.222) 6.192] 3.00] 2.98] 1.44] 1.43 
0.3016|0. 3397/0.3775|| 32.63) 32.67] 16.28) 16.20] 6.270) 6.240] 3.03] 3.00] 1.45] 1.44 
©. 3036/0. 3420/0.3800|| 32.87| 32.81] 16.40) 16.32] 6.318] 6.288] 3.06] 3.03] 1.46] 1.45 
0.3056|0. 3442/0.3825|| 33.10] 33.04] 16.52] 16.44] 6.366] 6.337] 3.08] 3.05] 1.47] 1.47 
©. 3076/0.3465|0.3850|| 33.34| 33.28] 16.64] 16.56] 6.414| 6.386] 3.10] 3.07] 1.48] 1.48 
©.3096|0.3487|0.3875|] 33.58] 33.52] 16.76} 16.68] 6.462) 6.434] 3.12] 3.09] 1.49] 1.49 
0©.3116|0.3510|0.3900]| 33.82) 33.76] 16.88] 16.80} 6.510) 6.482] 3.15] 3.12] 1.51] 1.50 
©. 3136/0. 3532/0.3025|| 34.06) 34.00: 17.00] 16.92] 6.558] 6.531| 3.17] 3.14] 1.52) 1.51 
0©.3156/0.3555|0.3050|| 34.30) 34.24] 17.12] 17.04] 6.608] 6.580] 3.19] 3.16] 1.53] 1.52 
0.3176|0.3577/0.3075|| 34-54| 34.48] 17.24] 17.16] 6.654) 6.629] 3.21] 3.18] 1.54] 1.53 
0.31960. 3600/0. 4000]| 34.78] 34.72] 17.36] 17.28] 6.703] 6.678] 3.24) 3.21] 1.55) 1.54 
©.3216|0. 3622/0.4025|| 35.02] 34.96] 17.48] 17.40] 6.751] 6.727] 3.26) 3.23] 1.56] 1.55 
0. 3236|0.3645|0.4050]| 35.26] 35.20] 17.60] 17.52] 6.799] 6.776] 3.28] 3.26] 1.57] 1.56 
©.3256|0.3667/0.4075||] 35.50] 35.44| 17.72| 17.64] 6.848) 6.825) 3.30] 3.27] 1.58] 1.57 
©.3275|0.3890/0.4100]| 35.75) 35.68) 17.84] 17.76] 6.897] 6.875] 3.33] 3-30} 1.60] 1.59 
©.3205/0.3712|0.4125|| 35.90] 35.92] 17.96| 17.88] 6.945] 6.924] 3.35] 3-32] 1.61) 1.60 
©.3315|0.3735|0-4150|| 36.24] 36.16] 18.08] 18.00] 6.993] 6.973] 3-37| 3-34] 1.62] 1.60 
0.3335|0-3757|0-4175|| 36-48] 36.40] 18.20] 18.12] 7.042] 7.023] 3.39] 3.36] 1.63] 1.62 
©.3355|0.3780,0.4200|| 36.73) 36.65| 18.33] 18.25] 7.091| 7.073] 3.42] 3.39] 1.64) 1.63 
©. 3375|0.3802,0.4225|| 36.97| 36.89] 18.45] 18.37) 7.139] 7-122] 3-44] 3-41| 1.65] 1.64 
©.3395|0.3825 0.4250|| 37.22] 37.13] 18.57] 18.49] 7.188] 7.172| 3.46] 3.43] 1.66) 1.65 
0.3415|0. 3847 0.4275 BRAT Es MELOIOO| oko ONIN 27722 2oe Aol 2. Ais latnO i ie00 
©.3435|0.3870,0.4300]|| 37.72] 37.62] 18.82] 18.74| 7.286] 7.272] 3.51| 3.48] 1.69] 1.68 
©. 3455|0.3892 0.4325 || 37.96] 37-86| 18.94] 18.86] 7.334] 7-321] 3.53] 3-50] 1-70) 1.69 
0.3475|0.3915|0.4350|| 38.21) 38.10] 19.06] 18.99] 7.383] 7-371] 3.55] 3-52] I-71] 1.70 
©.3495|0-39037/0-4375 || 38.46} 38.44] 19.19] 19.12] 7.432| 7.421] 3.58) 3.55] 1.72] 1.71 
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starts with another portion of half the dilution. Full details of the process 
as now conducted follow: * 

“ Weigh out a quantity which from the direct polarization seems proper, 
always estimating low. Dissolve and make up to mark and if not clear 
pour onto a filter paper in which has been placed a level teaspoonful of dry 
kieselguhr. Pour back until the filtrate comes clear. Place 50 cc. of the 
solution and 50 cc. of mixed alkaline copper solution in a 350-cc. Griffin 
beaker and cover with clock glass. Heat on a piece of sheet asbestos, 
with a hole 5 cm. in diameter below which is a wire gauze, so as to reach 
boiling in 4 minutes or under 5 minutes. Boil exactly 2 minutes, then 
pour in too cc. of cold water. Remove from the flame immediately, filter 
through an ignited weighed porcelain Gooch crucible containing a layer of 
asbestos 3 mm. thick, previously treated for days with strong hydrochloric 
acid and alkaline copper solution. Heat 4 hour at dull redness, cool, and 
weigh as CuO.” 

Determination of Sucrose by Fehling’s Solution.;—If a polariscope is 
not available, cane sugar can be determined as follows: First determine the 
percentage of invert sugar present in the sample by one of the Fehling 
methods already described. ‘Then dissolve 1 gram of the sugar in about 
too cc. of water in a 500-cc. graduated flask, add 3 cc. of concentrated 
hydrochloric acid and invert by heating in water to 68° and cooling in the 
regular manner. Neutralize with sodium hydroxide or sodium carbonate, 
and make up to the mark with water. Determine the per cent of total 
reducing sugar as invert sugar either by the volumetric or gravimetric 
Fehling process. Subtract the invert sugar found present in the sugar by 
direct determination from the total found present after inversion, and 
the remainder is the invert sugar due to cane sugar. This figure multi- 
plied by 0.95 gives the percentage of cane sugar. 

For the determination of sucrose by the gravimetric Fehling process on 
the inverted sample, multiply the cupric oxide (CuO) by the factor 0.4307, 
or the copper (Cu) by the factor 0.5394. 


ANALYSIS OF MOLASSES AND SYRUPS. 


First insure a perfectly homogeneous sample by stirring with a rod 
to evenly distribute any separated sugar. — 


————————————————— ee 


* Personal communication. 
t Tucker, Manual of Sugar Analysis, p. 182. 
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Determination of Total Solids.—(1) Asbestos Method—Weigh 20 
grams into a 1co-cc. graduated flask, dissolve in water, and make up to 
the mark. Insure a uniform solution by shaking. Measure to cc. of 
this solution into a tared platinum dish containing about 5 grams of 
freshly ignited, finely divided asbestos fiber, and dry to constant weight 
at 70° in vacuo, or in a McGill oven (see page 609). 

(2) Sand Method.—Place a stirring rod in a flat-bottom metal dish, 
add ignited quartz sand sufficient to bring the total weight up to an even 
number of grams using not less than 12 to 15 grams, and weigh. Add 2 to 
4 grams of the material, dilute with water, and mix thoroughly. Dry 
on a water bath with stirring and finally in a water oven until the loss is 
insignificant. 

(3) By Calculation from Refractive Index.—Determine the refractive 
index by means of the Abbé refractometer (page 94), and calculate the 
total solids, using Geerlig’s tables (p. 645). 

This method is more accurate and convenient than the specific gravity 
method and employs a smaller quantity of material. The investigations 
of Stolle* and of Tolman and Smith ¢ have shown that sucrose, maltose, 
dextrose, levulose and lactose all have practically the same refractive index. 
Dextrin has a somewhat higher refractive index, nevertheless the solids 
of commercial glucose do not give a reading appreciably higher than 
the sugars named. 

A. H. Bryant has compared this method with the method of drying 
at 70° in vacuo, with the following results: 


aera Number of Difference compared with 

Samples. the Gravimetric Method. 
his oC i Opa. 13 = £34 1OetO- 72 
Cane table syrup........- 10 —o.79 to +0.62 
(Pane MOlaSSES.¢ - 5. se. es +n 17 —1.53 to +0.59 
Beelimolasses .2.)--.. <=> >> 15 —1.83 to —0.07 
EEOUCY er oe. in 6 ent cieiair alot = 24 =-2 55210 4-0. 01 
CIN CORE aie acide ¢ a 2 = Ona OetO.2% 


(4) By Calculation from Specific Gravity.—Weigh 25 grams of the 
sample into a too-cc. graduated flask, dissolve in water, and make up 


* Zeits. deutsch. Zucker-Ind., 1901, pp. 335, 460. 
f Jour. Am. Chem. Soc., 28, 1906, p. 1476. 
t Ibid., 30, 1908, p. 1443. 
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° 


to the mark. Determine the specific gravity, at =: C., of the diluted 


solution by means of a pycnometer or accurate hydrometer. 

Ascertain from the table on pages 647 and 648 the percentage by 
weight of solids (sugar) corresponding to the specific gravity of the 
diluted solution, and calculate the total solids in the original sample by 
the following formula: 


S =4DS; 


in which S’ is the total solids in original sample, D is the specific gravity 
of the diluted solution, and S is the per cent of solids in the diluted 
solution. 

The solids may also be obtained directly by means of the saccha- 
rometer, also known as the Brix spindle. This instrument is a hydrometer 
graduated so as the show the per cent of sugar when the temperature of 
the liquid is 20° C. 

If the specific gravity or saccharometer reading is taken at any other 
temperature than 20° C. the necessary correction may be found in the 
table on page 649. 

Determination of Ash.—Weigh from 5 to 1o grams of the sample 
into a tared platinum dish, evaporate to dryness on the water-bath, and 
proceed as directed for ash of sugar (page 609). 

Polarization and Determination of Sucrose.—Molasses and golden 
syrup require the application of clarifying reagents before a sufficiently 
clear solution can be obtained for reading on the polariscope. Even 
then it is not possible nor is it necessary to get a water-white solution, so 
that in this class of products greater accuracy can usually be attained by 
polarizing in a 1oo-mm. tube (half the standard length) and multiplying 
the reading by 2. In some cases it may be found necessary to use an 
even shorter tube. 

When the sample contains a considerable amount of glucose the use of 
the shorter tube is absolutely necessary since otherwise the range of the 
scale would not permit of a reading. 

The clarifier best adapted as a rule for molasses and golden syrup is 
lead subacetate either in the form of a solution as described on page 610, 
or, as first proposed by Horne,* in the form of the anyhdrous salt. 


* Jour. Am. Chem. Soc., 26, 1904, p. 186. 
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GEERLIGS’S TABLE FOR DRY SUBSTANCE IN SUGAR-HOUSE PRODUCTS 
BY THE ABBE REFRACTOMETER, AT 28° C.* 


Refrac- 
tive 
Index. 


T-3335 


1.3349 
1.3364 
1.3379 
1.3394 
1.3409 
1.3424 
1.3439 
1.3454 


1.3469 


1.3484 
I.3500 
1.3516 
T-3530 
1.3546 
1.3562 
1.3578 


E-3594 
1.3611 


1.3627 
1.3644 
1.30661 
1.3678 
1.3695 
123712 
1.3729 


1.3746 
1.3764 
1.3782 
I.3800 
1.3818 
1.3836 
1.3854 
1.3872 
I.3890 
T-3909 
1.3928 
1-3947 
1.3966 
1.3984 
I-4003 


1.4023 


1.4043 
1.4063 


Decimals to be Added for 
Fractional Readings.t 


O.000I=0.05| 0.O0O1IO=0O 


©.0002=0.1 
0.0003=0.2 
0.0004=0.25 
©.0005=0.3 
0.0006=0.4 
©.0007=0.5 
©.0008=0.6 
0.0009=0.7 


©.000I=0.05 
©.0002=0.1 
©.0003=0.2 
©.0004=0.25 
©.0005=0.3 
0.0006=0.4 
©.0007=0.45 
0.0008=0.5 
0.0009=0.6 
0.0010=0.65 
0.00II=0.7 
0.0012=0.75 
0.0013 =0.8 
© 0014=0.85 
©.0015=0.9 
0.0016=0.95 


©.000I=0.05 
©.0002=0.1 
0.0003=0.15 
©.0004=0.2 
0.0005=0.25 
0.0006=0.3 
©.0007=0.35 
0.0008=0.45 
0.0009=0.4 
©.001I0=0.5 
©.O001LI=0.55 


O.000I=0.05 
©.0002=0.1 
0.0003=0.15 


-75 
0.001I=0.8 
0.0012=0.8 
©.0013=0.85 


0.0014=0.9 
©.00I5=I1.0 
0.0012=0.6 
0.0013=0.65 
0.0014=0.7 
0.0015=0.75 
0.0016=0.8 
0.0017=0.85 
0.0018=0.9 
0.0019=0.95 
0.0020=1.0 
0.002I=1.0 


0.0012=0.6 
©.0013=0.65 
0.0014=0.7 


Refrac- 
tive 
Index. 


1.4083 
1.4104 
I.4124 
I.4145 
I.4166 
I.4186 
1.4207 
1.4228 
I.4219 
1.4270 


1.4292 
1.4314 
oon 
1.4359 
1.4382 
1.4405 
1.4428 
1.4451 
1.4474 
1.4497 
I.4520 
1.4543 
1.4567 
1.4591 
1.4615 
1.4639 
1.4663 
1.4687 


-4711 
-4736 
-4761 
- 4786 
-4811 
- 4836 
-4862 
-4888 
-4914 
-4940 
- 4966 
-4992 
- 5019 
- 5046 
-5973 
- 5100 


oie] 


SH HAR Re Re eRe Re RE Se RE RS eS eS 


-5155 


Decimals to be Added for 


Fractional Readings. 


©.0004=0.2 
©.0005=0.25 
0.0006=0.3 
©.0007=0.35 
0.0008 =0.4 
©.0009=0.45 
©.001IO=0.5 
©.OOLI=0.55 
0.0001 =0.05 
©.0002=0.1 
0.0003=0.1 
0.0004=0.15 
©.0005=0.2 
©.0006=0.25 
0.0007=0.3 
0.0008 =0.35 
0.0009=0.4 
O.001I0=0.45 
O.001I=0.5 
©.0012=0.5 
0.000I=0.0 
0.0002=0.05 
©.0003=0.1 
0.0004=0.15 
©.0005=0.2 
©.0006=0.2 
0.0007=0.25 
0.0008=0.3 
0.0009=0.35 
0.0010=0.35 
O.00II=0.4 
0.0012=0.45) 
0.0013=0-.5 
© OO14=0.5 


(oye) Tey {e) Te) 0) ©) 


OFOL OO) OV OTOMONONOTNO 0 


OLONONO TONONO: (ONO? O10 (0) O10 


-OOI15=o. 
ZoOLO0—oF 
-OO17=0. 
EOOLo—lOn 
-OO19=0. 
-0020=1. 
O02 T= 
-0013=0. 
-OO1I4=0. 
=O015=0. 
-OO16=0. 
-OO017=0. 
nleleh sie) 
-OOI9=0. 
.0020=0. 
HOR SO), 
-0022=0. 
-0023=1. 
-0024=1. 
-OOI5=o0. 
.0016=0. 
-O017=0. 
-oo18=0. 
-OOI9=0. 
-0020=0. 
-002IT=0. 
.0022=0. 
-0023=0. 
-0024=0. 
-0625=0. 
.0020=0. 
-0027=1. 
-0028=1. 


oe EE 
* Intern. Sugar Jour., 10, pp. 69-70. , ; : 
+ Find in the table the refractive index which is next lower than the reading actually made 


and note the corresponding whole number for the per cent of dry substance. 
index obtained from the table from the observed reading; 


Subtract the refractive 
the decimal corresponding to this 


difference, as given in the column so marked, is added to the whole per cent of dry substance ag 
first obtained. 
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TEMPERATURE CORRECTIONS FOR USE WITH GEERLIGS’S TABLE. 
Meee ee ee ee eee 


7 Dry Substance. 

‘em pera- 5 

tue of helo [og | x0 fas [29 [nas | gol |ieao! | ugou| n6an yonluea lege 
39 Subtract— 
20 0.53 |0.54 |o.55 |o.56 jo.57 |0.58 |o.60 |o.62 Jo.64 |o.62 |o.61 |o.60 jo.58 
21 246°] .47 | 248-1 -49 | -50.| -5t4] -52 | -54 1 -50:1 54) -53\ | 1252] 250 
22 240°] ¢s40 1.42) 242 [..43°| -44 | -45.|-247 | 248.0247) 40s 45s 
23 233 |" 233°] >-34 | -35 | 3° | -37-] -30°| -39.| -40) | 1230 |e go0] a sommes 
24 SAD GAO: eaeyh | BAN ahi |) Sze) \) oetel I) Sees | op |) ose |) oie og |) ogie 
25 spre) eee lanes Wh Bee ers ||) Ge Nl ae |) sme neh ee) || See iP oes | 3m 
26 Si2y (ere: |ers |) sta ie era) seg e rs (Sr) | ero lee O lees eerie meena 
oy 207) ||) 207" |) 07) <O7 |) 207 neO7) e-OSn le OS. | seOSn sen ee Oodle Comme 

Add— 

29 0.07 |0.07 0.07 |0.07 |0.07 |0.07 |o.08 |0.08 Jo.08 0.08 |0.08 ]o.08 |o.07 
30 SE2h eet?) [eed 3 feta Vestas e425) |) ak See On || LOm me eh O mmc mt meer 
31 3B) | acier oeee || Soe | BER) |) Soo) IT ee po) ek | ae || SP || 2 
32 220) | 326) 2275) e328 W285) ee 2Onl asOu 2 2r, a32el leet eres ral a OM ae 
33 33 | =-33 | -34 | -35 | -36 | -37 | -38 | -39 | -40) .39 | -38 || 38) 7238 
34 AON | ea | e421 42) 45ne Ade 450 EAT ASa| eA ele AOM ees Salmeeee 
35 246) | 247222 48.| 24:2 SO! 5 Del 52a eS 4 alee Olle ets ones Sic 


The Process.—The normal weight, 26 grams, of the molasses or syrup 
is dissolved in water in a 1oo-cc. flask, and in the case of molasses and 
“golden,” or “drip” syrup, sufficient subacetate of lead solution is added 
‘o precipitate the coloring matter. From 5 to to cc. of the clarifier 
usually suffice. The flask is then filled to the mark with water and the 
contents shaken thoroughly and filtered. If on account of air bubbles 
it is difficult to make up to the mark, the bubbles may usually be dis- 
pelled by a drop of ether. With maple syrup no clarifier is, as a rule, 
necessary, though sometimes alumina cream is helpful. With a very 
dark-colored molasses 20 to 30 cc. of lead subacetate are required for 
clarification and in extreme cases (though rarely with the grades of molasses 
used as food) it is necessary, after the ordinary filtration, to pass through 
from 5 to 6 grams of powdered, dried bone charcoal.* 

An excess of subacetate of lead should be avoided on account of the 
possibility of the filtrate becoming turbid through the formation of lead 
carbonate by exposure to the air. A drop of acetic acid will nearly always 
clear the solution, if the turbidity is due to carbonate. If cloudiness in 
the filtrate persists, weigh out a fresh portion of the sample, dilute, and 
add first the lead subacetate solution, and afterwards enough of a strong 
solution of sodium sulphate or common salt to precipitate the excess of 
lead; then fill to the mark and filter. Polarize, and conduct the inver- 
sion as directed on p. 610, using, however, a too-mm. tube, and multi- 


* The treatment with bone char should be used only as a last resort, as, on account of 
slight absorption of sugar, observed readings are from 0.4° to to 0.5° too low. 
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20° 
DENSITY OF SOLUTIONS OF CANE SUGAR AT - (Ok 
» 
ge Tenths of Per Cent. 
OF 
52 
4 ° I 2 3 4 5 6 7 8 9 
© | 0.9982 0.9986 0.9990 0.9994 | 0.9998 I.0002 1.0006 I.O0O0IO I.0013 I.OOI7 
I | I.002r | 1.0025 | 1.0029 | 1.0033 | 1.0037 | 1.0041 | 1.0045 | 1.0048 | 1.0052 | 1.0056 
2 | 1.0060 | 1.0064 | 1.0068 | 1.0072 1.0076 | 1.0080 | 1.0084 | 1.0088 | 1.0091 | 1.0095 
Bee sOO9G Ez OLOZN et OLO7 | TL Orar |r. OLns) | Lt OLTON|| ®.OL23 || T.0r27) | 1 01g1 | daorss 
4 | 1.0139 | 1.0143 1.0147 | L.orsT L.0T55 | F 0859 | F.0863) Bver67 | x .017 TsOZ75 
5} £0879 | 2.0093) | 2.0787) | r.O19r | £.0%95 | F.O190) | 1.0203 | 1.0207 || zo2tr | 1.0275 
6 | E0259 | £10223 | 1.0227 || 5.0231 | 1.0235 | r.0239 || r.0243 | 1.0247 | 1.0252 °} 1.0255 
7 1.0259 | 1.0263 1.0267 1.0271 1.0276 | 1.0279 | 1.0283 1.0287 I.O291 1.0295 
8 | 1.0299 1.0303 1.0308 1.0312 I.0316 1.0320 |) F/0324 | 5.0328 | 2.10332 1.0336 
9 | £.0340 | 1.0344 | 1.0349 | 1.0353 | 1.0357 | ©.036r | 1.0365 | 1.0369 | 1.0373 | 1.0377 
Io | 1.0381 I.0386 | 1.0390 | 1.0394 | 1.0398 | 1.0402 1.0406 | 1.0410 | 1.0415 | 1.0419 
Ir | 1.0423 | 1.0427 | 1.0431 | 1.0435 | 1.0440 | 1.0444 | 1.0448 | 1.0452 | 1.0456 | 1.0460 
I2 | 1.0465 | 1.0469 | 1.0473 1.0477 | 1.0481 1.0486 | 1.0490 |.1.0494 | 1.0498 | 1.0502 
EZ | 2.0507 | 1.O51F IT.O515 | 1.0519 | 1.0524 | 1.0528 | 1.0532 | 1.0536 | 1.0540 | 1.0545 
P4. | F.0549''| Z20553 I.0558 | 1.0562 I.0566 | r.0570 | ¥.0575 | 2.0579 | 1.0583 | 1.0587 
rs, | T.0502 I.0596 | 1.0600 | 1.0605 1.0609 | 1.0613 | 1.0617 | 1.0622 | 1.0626 | 1.0630 
16 | 1.0635 I.0639 | 1.0643 1.0648 | 1.0652 1.0656 | 1.0661 | 1.0665 | 1.0669 | 1.0674 
£7 | 1.0678 | 1.0682 | 1.0687 | 1.0691 | 1.0695 | 1.0700 | 1.0704 | 1.0708 | 1.0713 | ©.0727 
ES L.0725 | 5.0726 | 1.0730 | 1.0735 | 1.0739 | 1.0743 | 1.0748 | 2.0752] 1.0757 |) 210761 
£9) |) 1.0705) | 2.0770 4 2.0774 | 1.0770 | 1.0783 | £0787 | 1.0792) ||-2.0796 | 1.080” | r.0805 
20 | 1.0810 1.0814 1.0818 1.0823 1.0827 I.0832 1.0836 | 1.0841 1.0845 1.0850 
21 1.0854 1.0859 1.0863 1.0868 | 1.0872 I.0877 I.0881 T.0885 1.0890 | 1.0894 
22 | 2.0899 | T.0904 | £.0008 | £.00173 | 1.0917 | 1.0922 | r.0026 | Z.0931 | 1.0935 | 1.0940 
23 1.0944 1.0949 I.0953 1.0958 I.0962 I.0967 I.0Q7I I.0976 I.og81r 1.0985 
24 | 1.0990 | 1.0994 | 1.0999 | I.1003 | 1.1008 | 1.1013 | I.1017 | 1.1022 | 1.1026 | 1.1031 
25 | 1.1036 | I.1040 1.1045) Pe O49) || TOSSA || I. 1959 | 1.1063 | t.1068 |) F.1072 | F.10797 
26 | 2.5082 | £.5086 | x. 1007 || §.2006 | 1.2500 | 7.1105 | T.211T0 | F.1TT4 | F.rEtO | 1.1124 
27. |. .1528 | FJET33 Le LEZson| Pt LA2 1. 2f47 | Lee So | TEs |) 2x6 t..2266 | F.22570 
Zea nett s er eeSO Nl tteo5 | P-TESO | t.£T94 | T,c190) || et. 4203 ||| 1.72085 T.r2n3 || Taners 
ZOuetales2 a) S227 Wetot2g2n) Seg 7 ts At eh Tet 240 at e25m |) ares) | r.r200))| 7 265 
Boner ez 70N| Lee 75 | Sot270) | ares | 10280) | T.i294 | 1r299 | 1.1303 ||) r2r308i || 1.1313 
31 EatZto | F.1325 © 327 I.1332 TESs7 ) Lakssa | LeIsAre) Taz Tel Pers sG i Ter zor 
ago £2t306 || 1.1372 Bate 7On| trsoo | tersos | D.mgoo | T1rs95 | T. 1400 || mer405. | t.r4 ro: 
3g | £.0475 | ©-1429 | 1.2424 | ©.3420 | ¥.%434 | 1.0439 | 1.3444 | 1.1449 | 1.1454 | 1.1459 
34 | 1.1463 1.1468 | 1.1473 2.0473) |. D.t483 } 2.5488) 7.1493 | Bsr408 |) %. 850% | 1.7508 
Bel 138553 Lapse | LTs23 EvtS2S | 1.0533 T.0§3S | 1.1542 | 1rers47 poy? eet 
36 | 1.1562 1.1567 Loess Pet577 1.1582 LL Soy I ay) atts eee ee 
B71 L. LOLs I.1617 m.r622)) 2.2627 £.1632 C TO37 er ae ae aE OSS ail) ele 58 
38 | 1.1663 | 1.1668 | 1.1673 | 1.1678 | 1.1683 | 1.1688 | 1.1693 | 1.1698 | 1.1703 | 1.170 
BOs TSM o La 724 A r720 I Let7s4h | FL7S9)| Let744 | 2x 749 | Lat7S4 | TAE759 
ro (ae Sap aus 4 5 dys fy hr Ke) 2775 | £52780 | Eir785 | 2.F790\) 67795 | 2.2800 | 3.1806 | 1.1838 
ae ee yeee 1 .-182T 1.1826 1.1831 Fn tO37 1.1842 1.1847 1.1852 1.2857 I.1863 
42 | 1.1868 | 1.1873 1.1878 | 1.1883 1.1889 | 1.1894 | 1.1899 | 1.1904 aioe spore 
Az 2 s9z0| £25925 | T.1930)} F-19036 | 1-TO4L | 1.1947 | 1.2952 | 1.1957 | 1.1962. |>1.1967 
BAN et EOS 1.1978 | 1.1983 1.1988 | 1.1994 | 1.1999 | 1.2004 | 1.2009 | 1.2015 | 1.2020 
45 | 1.2025 | 1.2031 | 4.2036 | 1.2041 | 1.2047 | 1.2052 | 1.2057 pi2e8s 1.2068 | 1.2073 
* 46 | 1.2079 | £.2084 | 1.2089 | 1.2095 | 1.2100 | 1.2105 | 1 es Ty 2ne pels, ag 
47 | ¥.2132 | 1.2538 | 1-2143 | 1.2549 } 1.2054 |} 1.2159 | 1.2165 | 1.2170 | 1.217 1.2181 
48 | £.2186 | 1.2192 | 1.2597 | 1.2203 | 1.2208 | 1.2214 | 1.2219 | 1.2224 | 1.2230 | 1.2235 
49 | 1.2241 1.12240 || 1.2252) f 2.225 | 1.2263 | 1.2268 | 1.2274 | ©.2g79 | 1.2285 | 2.2290 - 
50 | 1.2296 | 1.2301 | 1.2307 | 1.2312 | 1.2318 | 1.2323 | 1.2329 | 1.2334 | 1.2340 | 1.2345 


* According to Dr. F. Plato (Kaiserlichen Normal-Eichungs-Kommission, Wiss. Abh., 2, 1900, 
page 153). This table (carried out to the 6th place of decimals) is given by the U.S. Bureau of Stan- 
dards. (Cire. 44, pp. 137-139) as the basis for standardizing hydrometers, indicating per cent of sugar 
at 20°, known as saccharometers or Brix spindles. The table is also useful in calculating the per cent 
of sugar from the specific gravity as determined by the pycnometer. Temperature corrections are 


given on page 649. 
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20° F 
DENSITY OF SOLUTIONS OF CANE SUGAR AT ro C.—Continued 
DST 
Sa Tenths of Per Cent. 
oye) = 
5 
54 | 
Ay ° I 2 3 4 5 6 7 8 9 
50 | £.22906 | 1.2301 | 1.2307 [~r.2312 | 1.2318 | 1.2323 | 1.2329 | 1.2334 | 1.2340 | 1.2345 
5r | 1.2351 | 1.2356 | 1.2362 | 1.2367 | 1.2373 | 1.2379 | 1.2384 | 1.2390 | 1.2395 | 1.2401 
52 | 1.2406 | 1.2412 | 1.2418 | 1.2423 | 1.2429 | 1.2434 | 1.2440 | 1.2446 | 1.2451 1.2457 
53 1.2462 1.2468 | 1.2474 | 1.2479 | 1.2485 1.2490 1.2496 I.2502 I.2507 1.2513 
54 | Pe25r9 | L2524 || 1.2530 | T2536 | 1.2542 £.9549 | 2.2553 1.2558 1.2564 1.2570 
55 | 12575 | r.25e8r || 1.2587 | 1.2592 | 1.2598 r.2004| 1.2620 | 2625 Lr. 2621 I.2627 
56 | 1.2632 | 1.2638 | 1.2644 | 1.2650 | 1.2655 | 1.2661 | 1.2667 | £.2673 | 1.2678 | 1.2684 
57 I.2690 | 1.2696 I i270E 1.2707 T2753 Tie 7EOul | hae 725) I.2730 E.2730 1.2742 
58 | t.2748 | 1.2754 | 2.27590 | £.2765 IL. 2Y7 Sgr ty lyhy| 1.2783 1.2788 1.2794 1.2800 
59 | 1.2806 | 1.2812 1.2818 | 1.2823 1.2829 1.2835 1.2841 1.2847 1.2853 1.2859 
60 | 1.2865 | 1.2870 | 1.2876 | 1.2882 | 1.2888 | 1.2894 | 1.2900 | 1.2906 L20L2 1.2918 
61 I.2924 1.2929 I,.2935 I.2941 I.2947 1.2953 1.2959 1.2965 I.2971 1.2977 
62 | 1.2983 | £.2989 | 1.2995 | 2.3001 | T-3007 | 1.3013 | 1.3079 | 1.3025 | 1.3031 1.3037 
63 | 1.3043 | 1.3049 | 1.3055 | 1.3061 | 1.3067 | 1.3073 | 1.3079 | 1.3085 | 1.3091 | 1.3007 
64) |)tagro3 | 163100 || B-4rEs.| 2. on2r et oro 7 | 2.5033 el ete ok SOn) ee AG ene ee ash Sa E3157 
OSM LeStO@ ts l0O—! 2.13075) | ras ho2e deste I.3294 | £.3200) | 1.3206 E.9222 1.3218 
66.| ©.3224 ||| %.39230))| 1.3236 | 1.3243 || 2.3240 || B.3255) | bes 20R | Tega0r7 .3293 1.3279 
67 D250 3202 T3295 || 2.3304 ||P 2-330 TG SLO) Lessee E53329 1.3335 a Pee ec 
68 | 1.3347 | 1.3353 | £.3360 | 1.3366 | 1.3372 | 1.3378 | 1.3384 | 1.3391 | 1.3397 | 1.3403 
69 | 1.3409 | 1.3416 | 1.3422 | 1.3428 | 1.3434 | 1.3440 | 1.3447 | 1.3453 | 1.3459 | 1.3465 
70 | 1.3472 | 1.3478 | 1.3484 | 1.3491 | 1.3497 | 1.3503 | 1.3509 | 1.3516 | 1.3522 | 1.3528 
7Z | &-3535 | £.3540 | 1.3547 | 1.3553 | 1-3560>] 1.3566 | 1.3572 | 1.3579 | 1.3585) | 1.3592 
W2) | tas 5OS) ||| L-5004Nl| £-30n0I Te sOnyal er. 3023 E.3636 | 1.3636] 2.3642 1.3649 1.3655 
72 | £3002 | 71.3068 | 2.3674) 1.3681 1.3687 I,3603 | 2.3700 | 1.3700 Ds syes I.3 719 
74 | 1.3725 | 1.3732 | 1.3738 | 1.3745 | 1-375 | 1.3757 | 1.3764 | 1.3770 | 1.3777 | 1.3783 
95 | £-3790 || 1.37906 | 2.3803 | 2.3800 || £.3826 1.3822 F.3829 | 2.3835 1.3841 1.3848 
FO T.3854 | 1.3 86m, | 2.336% || D874 || 2.3880) | 2.3887 || .3803) | 2.39000 ht S007 mmm sous 
77 | 1.3920 | 1.3926 | 1.3933 | 1.3939 | 11-3946 | 1.3952 | 1-3959 | 1.3965 | 1.3972 | 1.3978 
78 | 1.3985 I.3992 1.3998 | 1.4005 AOE I.4018 I.4025 I.4031 1.4038 I.4044 
79 | 1.4051 1.4058 | 1.4064 | 1.4071 I.4077 I.4084 | 1.4091 1.4097 I.4104 L.ALIDL 
80 | 2.4tr7 | 14024 | 2.4030 | n.4ngy | Taard4 | T.4nso || t.4257 | Ba4n64 |) raauro) \emeany 7 
81 1.4184 I.4190 1.4197 I.4204 I.4210 1.4217 1.4224 I.4231 1.4237 1.4244 
82 I.4251 I:4257 | 1.4264 || ©. 4270 1.4278 1.4284 | 1.4291 I.4208 I.4305 I.4311 
83 | 1.4318 | 1.4325 | 1.4332 | 1.4338 | 1.4345 | 1.4352 | 1.4359 | 1.4365 | 1.4372 | 1.4379 
84 | 1.4386 | 1.4393 | 1.4399 | 1.4406 | 1.4413 | 1.4420 | 1.4427 | 1.4433 | 1.4440 | 1.4447 
85 | 1.4454 | 1.4461 | 1.4468 | 1.4474 | 1.4481 | 1.4488 | 1.4495 | 1.4502 | 1.4509 | 1.4515 
86 | 1.4522 | 1.4529 | 1.4536 | 1.4543 | 1.4550 | 1.4557 | 1.4564 | 1.4570 | 1.4577 | 1.4584 
87 | 1.4591 | 1.4598 | 1.4605 | 1.4612 | 1.4619 1.4626 | 1.4633 | 1.4640 1.4646 1.46053 
88 | £.4660 | 3.4667 | 2.4674 | 1.4682 I.4688 1.4695 | 1.4702 I.4709 1.4716 1.4723 
89 | 1.4730 | 1.4737 | 1.4744 | 1.4751 | 1.4758 | 1.4765 | 1.4772 | 1.4779 | 1.4786 | 1.4793 
90 | 1.4800 | 1.4807 | 1.4814 | 1.4821 | 1.4828 | 1.4835 | 1.4842 | 1.4849 | 1.4856 | 1.4863 
91 | 1.4870 | 1.4877 | 1.4884 | 1.4891 | 1.4898 | 1.4905 | 1.4912 | 1.4919 | 1.4926 | 1.4034 
92 | 1.4941 | 1.4948 | 1.4955 | 1.4962 | 1.4969 | 1.4976 | 1.4983 | 1.4990 | 1.4997 | 1.5004 
9g) | Z.50r2| | X.5019 | 1.5026 | 2.5033 || x.S040 E5047 || 21.5084 | 2.3008 I.5069 | 1.5076 
$4) 2.5083) || 125000 || n50078| T5104) |) Eo spEe E,51E9. |) Le5r26) | TeSESs 4) oo 540 Wewesmay 
O54 La5l55 | f.5162 | a sroo) | a. 5276 || rasnss Le5Lon r.8298 | ©5205 1.5212 I.$2t9 
96 Te 2271 1.5234 I.5241 1.5248 1.5255 152103 t.52'70 has 2a7 I.5284 1.5292 
OF) LS299 255300) 1 53re | 1.5320 | a. 5g28 1) 1.5335) || Mesg4ou| m5 550ml sis ouT 1.5364 
98 | 1.5372 | 1.537@ | 1.5386 | 1.5393 | I.540r | 1.5408 | 1.5415 | 1.5423 | 1.5430 | 1.5437 
99 | 1.5445 | 1.5452 | 1.5459 | 1.5467 | 1.5474] 1.5481 | 1.5489 | 1.5496 | 1.5503 | £.551r 
Too | 1.5518 
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TEMPERATURE CORRECTIONS TO SACCHAROMETER READINGS 
(STANDARD AT 20° C.).* 


Observed Per Cent of Sugar. 

Tempera- 

oe re) | 5 to | 15 | 20 | 25 | 30 |- 35 | 40 | 45 | Ke) || Be | 60 | 70 

Centigrade. 

Subtract from Observed Per Cent. 

fo) 0.30] 0.49] 0.65} 0.77) 0.89] 0.99] 1.08] 1.16] £.24) 1.31] 1.37] 1.41] 1.44] 1.49 
5 0.36] 0.47] 0.56) 0.65] 0.73) 0.80] 0.86] 0.91] 0.97] I.o1].1.05| 1.08] I.10| 1.14 
Io 0.32! 0.38] 0.43] 0.48) 0.52] 0.57] 0.60] 0.64) 0.67] 0.70] 0.72] 0.74] 0.75] 0.77 
II 0.31] 0.35] 0.40] 0.44) 0.48] 0.51] 0.55) 0.58} 0.60] 0.63] 0.65] 0.66] 0.68] 0.70 
12 0.29| 0.32] 0.36} 0.40] 0.43] 0.46] 0.50] 0.52] 0.54] 0.56] 0.58] 0.59] 0.60] 0.62 
13 0.26] 0.29] 0.32] 0.35] 0.38] 0.41] 0.44] 0.46] 0.48] 0.49] 0.51] 0.52] 0.53] 0.55 
I4 0.24] 0.26] 0.29] 0.31] 0.34] 0.36] 0.38] 0.40] 0.41] 0.42) 0.44] 0.45] 0.46| 0.47 
I5 0.20] 0.22| o 24| 0.26] 0.28] 0.30] 0.32] 0.33] 0.34] 0.36] 0.36] 0.37] 0.38] 0.39 
16 0. £7) O- £5] 0, 20] 0)..22) ©..23] ©...25|\ 0. 20] 0.27], O. 28] 0..28| 0.29] 0.30] %.3I| 0-32 
17 0.13] 0.14] 0.15] 0.16} 0.18] 0.19] 0.20] 0.20] 0.21] 0.21] 0.22] 0.23} 0.23] 0.24 
18 0209] 0.10) GO. IO) O.I1| 0.12] 0.53) o.13] 0.14) 0.14|°0.44| O15) 0.15) 0.15] 0.16 
19 0.05] 0.05] 0.05} 0.06] 0.06} 0.06] 0.07} 0.07] 0.07] 0.07] 0.08] 0.08} 0.08] 0.08 
17.5 O.EI| 0..12|-0-12) ©.¥4| 0.25] 0.16) 0.16) ©.17| 0.17] 0.18] 0.18] 0.19] 0.19] 0.20 
i 0.18] 0.20] 0.22] 0.24) 0.26] 0.28] 0.29) 0.30] 0.30] 0.32] 0.33] 0.33] 0.34] 0.34 

(60° F.) 

Add to Observed Per Cent. 
| 

21 0.04] 0.05] 0.06] 0.06} 0.06] 0.07] 0.07] 0.07] 0.07] 0.08} 0.08] 0.08] 0.08] 0.09 
22 0.10) ©. 10} 0. £1) ©. 12) 0.12) ©.13)| 0. 1A| 0.14) 0.15] 0.55] 0.16] ©. 16] 01 16) 0116 
23 0.16| 0.16] 0,17] 0.17] 0.19] 0.20] 0.21] 0.21] 0.22] 0.23] 0.24] 0.24] 0.24] 0.24 
24 O22) 0-22) 10-23) 0-24) 0. 26] 0-27) (0...28)| 0.20) OG. 30] 0.31 0.32) 0.32) 0.321 0732 
25 0.27} 0.28] 0.30] 0.31] 0.32] 0.34] 0.35] 0.36] 0.38] 0.38] 0.39] 0.39] 0.40] 0.39 
26 0.33) 0.34] 0.36] 0.37] 0.40) 0.40] 0.42] 0.44] 0.46] 0.47] 0.47] 0.48] 0.48] 0.48 
27 0.40] 0.41] 0.41] 0.44] 0.46] 0.48] 0.50] 0.52] 0.54] 0.54] 0.55] 0.56] 0.56] 0.56 
28 0.46] 0.47| 0.49] 0.51} 0.54] 0.56] 0.58] 0.60] 0.61] 0.62} 0.63] 0.64] 0.64] 0.64 
29 0.54] 0.55] 0.56] 0.59| 0.61] 0.63] 0.66] 0.68] 0.70] 0.70] 0.71] 0.72] 0.72] 0.72 
30 0.61] 0.62] 0.63} 0.66] 0.68] 0.71] 0.73] 0.76] 0.78] 0.78] 0.79] 0.80] 0.80] 0.81 
35 0299) fa01} Zt 02|-t 00). 1, 10) fr3|) 1,06) 15S) Lazoler.2u| 2.221 1.22) 23) Tee2 
40 PeAZ iS | bo4 7 Lest e654) 2.57 2-00} 1-02) F-64) 5.05) 2.05) 1.65) F001 1.05 
45 I.91| 1.94] 1.96] 2.00] 2.03] 2.05] 2.07] 2.09] 2.10] 2.10] 2.10] 2.10] 2.10] 2.08 
50 2.46) 2.48] 2.50] 2.53) 2.56] 2.57] 2.58] 2.59] 2.50] 2.58] 2.58] 2.57) 2.56] 2.52 
55 305 (83.07) 3.00!) 3202) 3.02) 3.02) 3.02) 3.11) 3.20/13 .08]| 3.07) 3.05] 3.03) 21.07 
60 3.69] 3.72] 3.73] 3-73] 3-72] 3.70] 3.67) 3.65] 3.62] 3.60] 3.57] 3.54] 3.50] 3.43 
65 4.414.4 |] 4.4 | 4-4] 4.4 | 4-4 | 4.3 | 4-2 | 4.2 | 4.I | 4.1 | 4.0 | 4.0 | 3.9 
70 Soo S Lal Seem SOM esi) SON Ame dine WA Onl Algol Ai7 | AsO) ArOmiaAa 4 
75 OLTMMOTOM OZONE S SO Wesco SS) (esay ih SOM SSN SA al Sede Sis d, eS 2a 5s 
80 Pater Om! 710ml OnOul On) | O27 10,0 | Oud: | O.3 1 O52) |) 6.1 16).0))| 5901) S10 


* U.S. Dept. of Commerce and Labor, Bur. of Standards, Circular 44, 1913, p. 129. This table is 
calculated using the data on thermal expansion of sugar solutions by Plato (Wiss. Abh. der Kaiser- 
lichen Normal-Eichungs-Kommission, 2, 1900, p. 140), assuming the instrument to be of Jena 16!!! 
glass. The table should be used with caution and only for approximate results when the tempera- 
ture differs much from the standard temperature or from the temperature of the surrounding air. 
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plying the reading by 2, both direct and invert. Use the Clerget-Herzfeld 
formula for calculation of the sucrose. 

For medium- or light-colored grades of molasses, which yield but 
a small precipitate with lead subacetate, the above method of simple 
polarization, both direct and invert, gives results sufficiently accurate 
for ordinary work. For dark-colored, or ‘“‘black-strap’’ molasses, or 
wherever extreme accuracy is required, the solution should be first 
made up to the mark and then clarified by the addition of a 
slight excess of anhydrous lead subacetate (p. 610), as proposed by 
Horne, or else the double dilution method of Wiley should be em- 
ployed. Both methods make due allowance for the volume of the pre- 
cipitate. 

Double Dilution Method.*—Take half the normal weight of the sample 
ind make up the solution to 100 cc., using the appropriate clarifier. Take 
the normal weight of the sample and make up a second solution with the 
clarifier to 100 cc. Filter and obtain direct polariscopic readings of 
both solutions. Invert each in the usual manner and obtain the invert 
reading of the two. 

The true direct polarization of the sample is the product of the two 
direct readings divided by their difference. The true invert polariza- 
tion is the product of the two invert readings divided by their dif- 
Terence. 

Determination of Raffinose in Beet Sugar Molasses.—For the deter- 
mination of sucrose and raffinose when present in the same solution, use 
the following formulas of Creydt as modified by Browne f to correspond 
with the Clerget-Herzfeld method of inversion: 


_0.5124a —b 
0.839 


eo 
a 1.859’ 


5) 


and 


R 


or 
_ 0.3266a +6 


1.554 


where S=per cent of sucrose, R= per cent of raffinose, a=direct reading, 
and 6=reading after inversion. 


* Wiley and Elwell, Analyst, 1896, 21, p. 184. 
t Handbook of Sugar Analysis, New York, 1912, p. 283. 
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Davoll * recommends for purposes of clarification of the molasses the 
ase of powdered zinc after inversion of the molasses sample according to 
Clerget’s method. He adds 1 gram of the zinc to the sample after in- 
version while at the temperature of 69° C., allowing it to act for three to 
four minutes at that temperature, after which he cools and filters, with 
the production of an almost colorless solution. 

Determination of Reducing Sugar.—(Estimated as Dextrose.)—Dilute 
5 grams of molasses or syrup with water in a too-cc. graduated flask, 
using 2 to 5 cc. normal lead acetate. Make up to 100 cc., filter, take. 
an aliquot part of the filtrate (25 to 50 cc.) and make this up to 100 
cc., the amount taken being such that, when diluted, the solution will 
contain not more than 4% of dextrose. Since lead acetate has been 
used to clarify, add to the aliquot part taken and before dilution, enough 
sodium sulphate to precipitate the excess of lead, then filter and make 
up to the roo cc. mark. 

Determine the reducing sugar in this solution by either volumetric 
or gravimetric Fehling processes. 

U. S. Standard Molasses is molasses containing not more than 25% 
of water, nor more than 5% of ash. 

Adulteration of Molasses and Syrups.—A common adulterant of all 
these products is commercial glucose. From its water-white color and 
inert sweetness, no less than from its cheapness, it forms an admirable 
adulterant for dark-colored or low-grade molasses and syrups, counter- 
acting to a great extent by its smoothness the strong and often disagree- 
able taste of the inferior products with which it is mixed. Thus a grade 
of molasses too cheap to be-ordinarily used for food purposes can be 
made to assume the appearance, and to some extent the taste, of the 
higher-priced and light-colored grades, by admixture with commercial 
glucose. 
Tin salts are also used to improve the color of low-grade or dark 
molasses, and bleaching agents, such as sulphurous acid, are frequently 
employed. Copper is sometimes found, due to utensils or vessels used 
in processes of manufacture. 

Lead may occur in maple syrup, due to the leaden plugs or spigots 
through which the sap is sometimes drawn from the trees. 

Detection and Determination of Commercial Glucose.t—From the 
direct polarization of a normal solution of molasses or syrup the presence 


* Jour. Am. Chem. Soc., 25 (1903), p. 1019. 
+ Leach, ibid., p. 982. 
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or absence of commercial glucose can usually be established. The direct 
polarization of a normal solution of pure molasses should not be much in 
excess of 50° on the Soleil-Ventzke scale, while a pure, dark-colored molas- 
ses should polarize well under 40°. Golden syrup and maple syrup 
read higher than molasses, and a normal solution of pure maple syrup 
may have a direct polarization as high as 65°, being more often than not 
above 60°. 

An excessively high direct polarization is at once an indication of 
_ the presence of commercial glucose, while an invert reading at ordinary 
room temperature to the right of the zero-point is an almost positive 
proof of its presence in either of the above products. 

The optically active constituents of commercial glucose, viz., dextrin, 
maltose, and dextrose, are present in such varying amounts, that it is 
impossible to determine accurately the exact amount of this adulterant 
in complex saccharine products which themselves contain components 
common to glucose. Its approximate amount can, however, be very 
satisfactorily estimated in molasses and syrups by the use of the follow- 
ing formula: 

(a— (a—S)t00 

175 


where G=per cent of commercial glucose, a=direct polarization, and 
S'=per cent of cane sugar previously obtained from the Clerget-Herzfeld 
formula. A large amount of invert sugar present affects the accuracy of 
this formula. It is especially applicable to maple syrup, wherein the 
per cent of invert sugar is small, but may be applied also to molasses and 
golden syrup, wherein the amount of invert sugar is not so large but that 
results may be obtained as close as it could be expected from an empirical 
formula. 

In saccharine products containing considerable invert sugar the 
invert reading at 87° C. obtained as directed on page 671, is divided by 


G= 


Ae 


* Leach, U.S. Dept. of Agric., Bur. of Chem., Bul. 65, p. 48. 

} This formula is based on the assumption that 42° Bé. mixing glucose, the grade 
specially made and used for admixture with molasses, syrups, and honey, has a maximum 
polarization of 175° V. It was adopted as a result of investigations made some years ago 
by the author, but subsequently it appeared that 42° Bé. mixing glucose polarizes lower 
than formerly. Thus a sample recently examined by the author polarized at 162.4° V. 
Pending further investigations it seems best for the present to retain the old formula, for, 
while it undoubtedly gives low results, especially with higher admixtures of glucose, it 
approximates the truth more closely than would be expected, perhaps because it tends to 
compensate for the error due to substances in genuine molasses and honey that polarize 
to the right after inversion. Furthermore, it has been adopted by the A. O. A. C. To 
avoid misunderstanding, express results in terms of glucose polarizing at that factor, 


SUGAR AND SACCHARINE PRODUCTS. 653 


the appropriate factor (163) to obtain the percentage of commercial 
glucose. 

While theoretically pure molasses and syrups would be expected to 
show no rotation when polarized at 87° C. after inversion, as a matter 
of fact most samples exhibit a decidedly right-handed reading at that 
temperature. Occasionally a zero reading is noted, and in rare instances 
a slight left-handed rotation occurs under the above conditions. 

Dextro-rotation is undoubtedly caused by some form of decomposition 
or fermentation. It may be due to a preponderance of dextrose in the 
reducing sugars, since levulose is more easily decomposed than dextrose, 
or it may be caused by the decomposition products formed when the raw 
juice is being defecated with lime, or again it might result from a special 
fermentation forming dextran. 

The following table shows results by A. H. Bryan* of polarization of 
samples of Louisiana molasses and syrup of known purity, showing 
especially the invert readings at 87° C.: 


POLARIZATION OF LOUISIANA MOLASSES AND SYRUP. 


MOLASSES. SYRUP. 
: Invert ; Corrected Invert 
Leland popes Dry nee Polarization— Dry 
tion ————_| Substance. tion ————_—_—_——— ————_| Substance. 
at 20° C. at. 20° C, 
At 20° C, At 87°C. At 20° C. At 87°C. 
oEN SAV eV. Per Cent. oo Vig SOM eas Per Cent. 
40.8 — 20.24 +2.2 80.8 48.4 —17.6 +1.98 94-3 
24.6 — 20.9 a a) 76.8 54-0 S57 a Be eke 68.3 
26.0 —18.26 +3.52 76.8 50.2 —12.1 +6.16T 
42.4 — 16.94 Sen 78.2 50-4 —I4.3 +1.76 
52-4 —16. 28 + 2.20 69.1 61.8 —16.5 + 2.20 
55-6 | —13-59 | +4.18 69.6 
39-6 —18.04 +2.20 80.8 
39-6 ete nee ee Average...2.-2-225- +2.6 
a4,° 47-16 +2.64 i220 asin! ees ests +640 
ke a — 17.60 ech? 73-8 IMEimiMmUMA 5/6; 612 « «1 <151° 0.00 
42.4 Sei, = Bs 76.1 
41-6 | —16.94 | +3.96 74-0 
52.4 —17:60 Se Bagh! 76.1 
26.6 —19.8 0.00 78.1 
50.8 25 nCO Siento, 87-5 
22.6 —16.72 + 3.96 84.1 
41.6 — EAA api Ke) 75-0 
45-6 aad + 2.20 78.0 


} 
7 


* A, O. A. C. Proc., 1908, U. S. Dept. of Agric., Bur. of Chem., Bul. 122, p. 182. 
+ Sample ropy and badly fermented. 
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TYPICAL ANALYSES OF MOLASSES AND SYRUPS ADULTERATED WITH 
COMMERCIAL GLUCOSE. 


Polarization. : 
ce ele 
aA ov @ =~ 

& Boxs| VA | Bots 3 
o u om A $ 
f | £ | EB |pa02| 325 | Sede] 3 | 4 
A As) Fee | Ge | Re NE ee = < 
(a) Molasses. ......-.- 62 + 36.3| 18° 19 30.03 24-6) |§20-26) eee os 
(Os Se See 98.7 | +71-9) 18° 19-9 | 27-62 | 45-0 | 27.98 | 3-53 
(OE. Se! eer eaaone Ho9-7 | +90. |.t 7" T4.5 | 33-11 | 54-4 | 22-02 | 2.67 
(a) Golden drip syrup..| 73-5 | +39-8| 18 25 31-61 27 2723. OF eestor 
CY ea ae ‘f .-| 109-4 | +87.6, 17° | | 16.9 | 33-44 | 2-8 | 24.48 | 2.51 
(c) Ce: SS eras 43-0 ea: oe 520)! 8ar7 ile 7Oag teeta 2 ae, 
(a) Maple syrup......- 70.3 se oe 51 TOSS TAsd | 33 20k 0.65 

ope aint Meee Serceeire 77-90-42 19° FOE # scien 21.6 | 23-44 
(GC) Sis tis BsaceBnc 87.0 | +30.6| 22.4° | 42.5 | 16.90 | 25-4 | 28:80 | “1208 


Determination of Dextrin.— According to Beckman’s method a 
weighed amount of the honey or molasses is diluted with an equal volume 
of water and from ten to twelve times its volume of methyl alcohol is 
added. The precipitated dextrin is collected in a tared filter and thor- 
oughly washed with methyl alcohol, after which it is dried and weighed. 
' Reduction of Saccharine Products to an Ash for Mineral Analysis. 
—Ifa considerable quantity of molasses, syrup, or other saccharine sub- 
stance is to be burnt to an ash, it is both tedious and annoying to ignite 
directly, by reason of the excessive swelling and frothing of such substances 
during ignition. Small quantities of molasses, syrup, or honey may with 
care be reduced to an ash by the method described on page 609. 

If a readily controlled electric current is available, it may be utilized 
as follows:* Mix too grams cf molasses, syrup, or other saccharine 
solution, which should be evaporated to syrupy consistency if not already 
such, with about 35 grams of concentrated sulphuric acid in a large 
porcelain evaporating-dish. An electric current is then passed through 
it while stirring, by placing one platinum electrode in the bottom of the 
dish near one side and attaching the other to the lower end of the glass 
rod, with which the contents are stirred. Begin with a current of about 
1 ampere and gradually increase to 4.t In from ten to fifteen minutes 


* Leach, 32d An. Rept. Mass. State Board of Health (1900), p. 653. Reprint, p. ai 
This method is preferred to the ordinary method of heating with sulphuric acid, especially 
in case of molasses, because, if properly manipulated, it so quietly comes into the form of a 
very finely divided char or powder, especially adapted for subsequent quick ignition. 

+ Modified from method of Budde and Schou for determining nitrogen electrolytically. 
Ztschr. anal. Chem., 38 (1899), p. 345. 
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the mass is reduced to a fine, dry char, which may then be readily burnt 
to a white ash in the original dish over a free flame or in a muffle. 

Or, 1co grams of the molasses or syrupy solution to be ashed may 
be first evaporated to dryness and afterward mixed with from ro to 20 cc. 
of concentrated sulphuric acid in a porcelain evaporating-dish, or if the 
substance to be ashed be a dry sugar or confectionery, 20 grams are 
mixed with the above amount of acid. Heat is gently applied by means 
of the gas flame till the swelling and frothing have ceased, which usually 
requires only a few minutes. The final ignition is then accomplished 
in the usual manner, nitric acid being added if necessary to completely 
destroy the organic matter. 

Determination of Tin in Molasses.—Fuse the ash from a weighed 
portion of the sample with sodium hydroxide in a silver crucible, dis- 
solve in water, and acidulate with hydrochloric acid; filter and precipi- 
tate the tin from this solution with hydrogen sulphide; wash the pre- 
cipitate on a filter and dissolve it in an excess of ammonium sulphide. 
Filter this solution into a tared platinum dish, and deposit the tin directly 
in the dish by electrolysis, using a current of o.o5 ampere and the appa- 
ratus described on page 634. 

Distinction between Invert Sugar, Maltose, and Lactose.*—All these 
sugars reduce Fehling’s solution. Dextrose and levulose (invert sugar) 
when boiled with Barfoed’s copper acetate solution (14 grams crystal- 
lized copper acetate and 5 cc. acetic acid in 200 cc. water) will form 
a precipitate of cuprous oxide, while neither maltose nor lactose will 
do this. The solution, which has thus been tested for invert sugar and 
found to be free, or the filtrate from the cuprous oxide precipitate, is 
treated witb an excess of basic lead acetate, filtered, and to the filtrate 
is added an excess of sodium sulphate solution to precipitate the lead. 
The solution is again filtered and treated with copper sulphate solution, 
if not already blue. It is then made alkaline with sodium hydroxide 
and heated to boiling. A red precipitate of cuprous oxide at this stage 
indicates either lactose or maltose or both. 

A solution of the sugar, made strongly ammoniacal, is then mixed 
with alkaline bismuth solution | and the container is set in a water- 
bath at-60° C. Maltose soon reduces the bismuth, but lactose does not. 

To test for lactose, add strong nitric acid to the solid sugar residue 


* Bartley and Mayer, Merck’s Report, 12 (1903), p. 100. 
+ This reagent is prepared as follows: Bismuth subnitrate, 2 grams; Rochelle salt, 4 
grams; sodium hydroxide, 8 grams; dissolved in 100 cc. of water by the aid of heat. 
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and warm gently till red fumes come off. Then set the container in hot 
water and cool gradually. Crystals of mucic acid appear after a time 
if any appreciable amount of lactose be present. 

Determination of Lactose or Maltose.—Either sugar, if in solution 
free from other reducing sugars, may be determined by the volumetric 
Fehling method (page 615) or by the Defren method, using the table 
on page 619. 

For the determination of maltose in commercial glucose, see page 661. 

Estimation of Cane Sugar and Dextrose in Mixtures.—Obtain true 
direct and invert readings of a normal solution of the mixture. Deter- 
mine the per cent of sucrose by Clerget-Herzfeld formula. This figure 
represents the right-handed rotation due to a sucrose. Subtracting this 
from the direct polarization, the difference represents the right-handed 
rotation due to dextrose. The specific rotatory power of sucrose is 66.5 
and that of dextrose 52.76. 

Calling d the percentage of dextrose and R’ the right-handed rota- 
tion due to dextrose as above obtained, if the Soleil-Ventzke scale is used. 
60.5:52.70=d ; RK’, 

whence 
66.5R’ 
T ea76: 


ANALYSIS OF MAPLE PRODUCTS. 


Preparation of Sample.—Syrups are analyzed in the condition they are 
placed on the market, rejecting any sediment which may have settled out. 
Jones has noted that if maple sugar is analyzed in its commercial form the 
results would include mineral matter and other insoluble constituents 
which might invite a considerable admixture of ordinary sugar. It is 
therefore important to carry out the analysis on a syrup prepared according 
to Bryan * as follows: 

Dissolve 100 grams of the sugar in at least 200 cc. of water and boil down 
to 65% of solids. If the solution is cloudy, filter after the liquid has been 
boiled down to about 30% of solids, then complete the concentration. 
Allow to stand at 20° C. for two days and decant from the sediment. 

Determination of Moisture—This is accomplished by direct drying 
with sand, or by calculation from the specific gravity, or, preferably from 
the refractive index. See molasses methods, page 643. 


* A.W. Bryan, U. S. Dept. of Agric., Bur. of Chem., Circ. 40, p. 6. 
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Determination of Ash.—Burn 5 grams in a platinum dish by the usual 
method, observing the precautions given for molasses, page 644. 

Soluble and Insoluble Ash.*—To the platinum dish containing the 
ash add 4o cc. of hot water and boil gently for two minutes. Filter through 
a small ashless filter, and wash with hot water until the filtrate amounts 
to Ioo cc. Return the filter to the dish used for ashing, burn at a low 
red heat, cool and weigh, thus obtaining the insoluble ash. The soluble 
ash is obtained by difference, subtracting the weight of insoluble from 
that of total ash. 

Alkalinity of Soluble Ash.*—Allow the filtrate from the above deter- 
mination to cool, then titrate with tenth-normal hydrochloric acid, using 
methyl orange as an indicator. 

Alkalinity of Insoluble Ash.*—Add excess of tenth-normal hydrochloric 
acid (usually to cc.) to the ignited insoluble ash in the platinum dish, 
boil gently, cool and titrate with tenth-normal sodium hydroxide, using 
methyl orange as an indicator. 

Express the alkalinity in each case as the number of cubic centimeters 
of tenth-normal acid on the ash of 1 gram of sample. 

Determination of Sucrose.—Calculate by Clerget-Herzfeld formula 
(page 610). Use 5 cc. of alumina cream but no lead subacetate except 
when necessary and then but I cc. 

Determination of Reducing Sugar.—Follow Defren-O’Sullivan or 
Munson and Walker method (pages 618 and 622). 

Determination of Malic Acid Value.—Leach and Lythgoe Method,t 
modified by Cowles.t—The modified method differs from the original 
chiefly in that no ammonia is added and calcium acetate is substituted 
for calcium chloride; it gives slightly higher results. 

Weigh 6.7 grams of the sample in a sugar dish, transfer to a 200-cc. 
beaker with 5 cc. of water, add 2 cc. of a 10% calcium acetate solution, 
and shake. Stir in too cc. of 95 per cent alcohol and warm the solution 
until the precipitate settles, leaving the supernatant liquid clear. Filter 
off the precipitate and wash with 75 cc. of 85% alcohol, dry the filter paper, 
and ignite in a platinum dish. Add ro cc. of tenth-normal hydrochloric 
acid and warm gently until all the lime dissolves. Cool and titrate back 
with tenth-normal sodium hydroxide, using methyl orange as an indicator. 
One-tenth of the number of cubic centimeters of tenth-normal acid is the 


* A. H. Bryan, U. S. Dept. of Agric., Bur. of Chem., Circ. 40, p. 6. 
} Jour. Amer. Chem. Soc., 26, 1904, pp. 380, 1536. 
t Ibid., 30, 1908, p. 1285; U.S. Dept, of Agr., Bul. 466, 1917, p. 11. 
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malic acid value. Run a blank determination with each set of deter- 
minations, using the same amount of reagents, and subtract the. result 
obtained from the malic acid number. 

Determination of Lead Number.—Winton Method.*—Weigh 25 
grams of the material (or 26 grams if a portion of the filtrate is to be used 
for polarization) and transfer by means of boiled water into a Ioo-cc. 
flask. Add 25 cc. of standard lead subacetate solution, fill to the mark, 
shake, allow to stand at least three hours and filter through a dry filter. 
From the clear filtrate, pipette off 10 cc., dilute to 50 cc., add a moderate 
excess of sulphuric acid, and 100 cc. of 95% alcohol. Let stand over 
night, filter on a Gooch crucible, wash with 95% alcohol, dry at a moderate 
heat, ignite at low redness for three minutes, taking care to avoid the re- 
ducing cone of the flame, cool, and weigh. Calculate the amount of lead 
in the precipitate, using the factor 0.6831, subtract this from the amount 
of lead in 2.5 cc. of the standard solution, multiply the remainder by 
too, and divide by 2.5, thus obtaining the lead number. 

The standard lead subacetate is prepared by diluting one part of 
the ordinary solution (page 610) with four volumes of water, filtering 
if not clear. It is standardized by a blank determination conducted as 
above described, but acidifying with a few drops of acetic acid before © 
making up to volume, as recommended by A. H. Bryan. The soluticn 
deposits a slight precipitate on standing, but this does not usually appre- 
ciably affect its strength. 

The range in lead number of maple products calculated to the dry 
basis is given on pages 593 and 594; Snell and Scott have shown, how- 
ever, that the range in the case of syrups is narrower when the compari- 
son is made on the wet basis. 

Adding of cane sugar reduces the lead number to a greater degree 
than the percentage of admixture thus rendering the fact more apparent. 

Ross Modification.{—This process yields higher results than the original 
methods (see page 594). The number of mixtures of maple and cane 
syrups (or sugars) is proportional to the admixture. 

Transfer 25 grams of the syrup to a 1oo-cc. flask, using about 25 cc. 
of freshly boiled water, add to cc. of potassium sulphate solution (7 grams 
per liter), then 25 cc. of lead subacetate solution of the strength employed 
in the foregoing method. Make up to the mark with boiled water and 
proceed as in the Winton method. 


* Jour. Am. Chem. Soc., 28, 1906, p. 1204. 
} U.S. Dept. of Agric., Bur. of Chem., Cire. Bes 
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Run the blank in exactly the same way, substituting 25 grams of pure 
‘cane sugar syrup (66 grams of sucrose dissolved in 34 grams of water) 
for the maple syrup. 

McGill or Canadian Method. *—To 5 grams of the dry sugar, or its 
equivalent in syrup, dissolved in water and made up to 20 cc., add 2 cc. 
of lead subacetate solution, mix and allow to stand for two hours. Filter 
on a Gooch crucible, or sugar tube packed with asbestos, wash 4 to 5 
times with hot water, dry, and weigh. Multiply the weight by 20 to obtain 
the lead number. 

In genuine maple syrups McGill found a range of 1.37 to 6.56 for 
456 samples (using 5 grams of syrup), Snell and Scott a range of 1.74 to 
7.50 for 126 samples (using 5 grams of dry matter). 

Snell, MacFarlane, and Von Zoeren Volumetric Method.t—Dilute the 
syrups with water, boil until the temperature reaches 219° F. and filter 
through cotton wool. After cooling, dilute to cc. to 100 cc. with distilled 
water, and measure 60 cc. of the diluted solution into a 100-cc. beaker. 

Measure the electrical resistance using a dip electrode as described 
for the Snell method of determining electrical resistance (page 661). 
Maintaining the temperature constant, add 1 cc. of lead acetate solution 
(a filtered solution of Horne’s lead subacetate sp.gr- 1.033) from a burette, 
stir well, and again measure the electrical resistance. Continue the addi- 
tion in this manner, 1 cc. at a time, until 10 cc. have been added. Plot 
the resistances found against the quantities of subacetate solution used. 
If the syrup is genuine the results of the plot will be two intersecting straight 
lines. In 7o genuine maple syrups examined by the originators of the 
method the intersections fell between 4.8 and 6.6 cc. 

Pure maple sugars converted into syrups give practically the same values 
as pure syrups. 

Determination of Volume of Lead Precipitate.s—Horivet Method.— 
The apparatus consists of (1) a tube, 15.3 cm. in length, made up of a 
wide cylindrical portion 3 cm. in diameter, narrowed at the top to a neck 
2 cm. in diameter, and at the bottom to a stem graduated in tenths to 5 cc. 
and (2) a holder, made of pine or white wood, of a size adapted to carry 
the tube in the shield of the centrifuge. The holders and tubes should 
be arranged in balanced pairs in the centrifuge. 


* Lab. Ind. Rev. Dept., Ottowa, Bul. 228, 1911, p. 5. 
ft Jour. Ind. Eng. Chem., 8, 1916, p. 241. 

t Ibid., 8, 1916, p. 421. 

§ Jour. Am. Chem. Soc., 26, 1904, p. 1532. 
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Introduce 5 cc. of syrup or 5 grams of sugar into the tube. Add 1o cc. 
of water, and dissolve completely. Next add 10 drops of alumina cream, 
and 1.5 of lead subacetate. Shake thoroughly, and allow to stand from 
forty-five to sixty minutes. Place the tube in its holder in the centrifuge 
shield, and run six minutes. If, after the end of this time, any material 
adheres to the sides of the wide part of the tube, loosen with a small wire 
or by giving the tube a slight twist, then run the tube six additional minutes, 
and finally read the volume of the precipitate in the stem, estimating to 
G01 CC. 

Run a blank with the above reagents in water, subtracting the blank 
reading from that of the precipitate. In the case of syrup, reduce to 
the 5-gram basis by dividing by the specific gravity of the sample. If 
the sugar content of the sample is known, the specific gravity can be 
calculated from the table on page 648. For pure maple syrup 1.33 is 
very nearly correct. 

The centrifuge used by Hortvet had a radius of 18.5 cm. and was run 
at a speed of 1600 revolutions per minute. The corresponding velocity 
in cm. per second (v) and revolutions per minute (A) for any given centri- 
fuge with a radius of r cm. may be calculated by the following formula: 


v=V 520,0007, R=6o0v/2qr. 


Results by Hortvet on pure maple syrups vary from 1.2 cc. to about 
2.5 cc., and on pure maple sugars from 1.8 to 4 cc. 

Commercial brands of adulterated syrups and sugars give such pre- 
cipitates as 0.00 Cc., 0.02 cc., 0.05 cc., and 0.08 cc. Hortvet regards with 
suspicion a syrup testing lower than 1.2 cc., and when the result is below _ 
1 cc., the sample is positively condemned as being mixed with refined 
cane sugar. In the case of sugar, a somewhat higher minimum figure 
is adopted than with syrup. In view of the fact that the speed has much 
to do with the volume of.the precipitate, the analyst should make a series 
of similar experiments with his own centrifuge, and work out his own 
standards. Results may be better compared with each other, if calculated 
on the water-free basis. 

In case of doubt, and in fact in all cases at first, it would be well to 
make confirmatory tests, such as determining the ash and reducing sugar. 

Sy’s Lead Method.*—In a 25-cc. graduated cylinder introduce 5 cc. 
of syrup, or 5 grams of sugar which is afterwards dissolved in a little 


* Jour. Am. Chem. Soc., 30, 1908, p. 1430. 
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water. Add water to thé 15 cc. mark and 2 cc. of lead subacetate solution. 
Shake thoroughly and allow the mixture to stand twenty hours. Then 
read the volume of the precipitate, which for pure maple products should 
be at least 3 cc. and is usually over 5 cc. 

Determination of Electrical Conductivity Value.—Snell Method.*— 
Measure out into a small beaker (or directly into the conductivity cell) 
20 cc. of the syrup, allowing thorough draining. Using the same graduate, 
add two successive portions of water, each equal in volume to the syrup 
taken. Mix thoroughly, pour into conductivity cell, bring to 25° C., 
and make the measurement. Divide the constant of the cell by the observed 
number of ohms and multiply the result by 100,000. 

Genuine syrups examined by Snell and co-worker have given values 
of 96 to 230. 

The essential features of the apparatus are: 

1. A low voltage electrical current operating an induction coil. 

2. A conductivity cell of a form suitable for liquids of low conductivity, 
and with electrodes not easily displaced. f 

3. A Wheatstone bridge with telephone. 

4. A device for exact regulation of temperature. 


ANALYSIS OF COMMERCIAL GLUCOSE. 


Wiley ¢ has worked out a method for calculating the percentage of 
dextrin, maltose, and dextrose present in commercial glucose, based 
on the specific rotatory power of these substances and on the reducing 
power of maltose and dextrose. To apply this method, the operator, 
if he has a polariscope reading in sugar scale degrees, must ascertain 
the equivalent readings in angular degrees from the table on page 606, 
and calculate the specific rotatory power in each case from the formula 


00a 
(a)p= ee page 607. 


Thus, if he possesses a Schmidt and Haensch instrument, he should 
multiply the true reading, as obtained on that instrument, with a normal 
solution of the given sugar or mixture, by the factor 0.3468, to convert 
the reading into circular degrees from which to figure the specific 
rotatory power as above. . 


* Jour. Ind. Eng. Chem., 5, 1913, p. 740. 
{ Van Zoeren, Jour. Amer. Chem. Soc., 38, 1916, p. 652. 
t Chem. News, 46, p. 175; Agric. Anal., 3, pp. 288-290. 
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The specific rotatory power of dextrin is fixed at 193, that of maltose 
at 138, and that of dextrose at 53. 

Then if P=total polarization of the mixture in terms of specific 
rotatory power, d=per cent dextrose, m=per cent maltose, and d’= per 


cent dextrin, 
P= 53d --538M +1030 8 «1c green “ae ee 


The value of P is obtained from observation and calculation as above 
described on a known solution of the sample, say 10 grams in Ioo cc, 
The reducing sugars, maltose and dextrose, are then removed, prefer- 
ably by oxidation with cyanide of mercury, as follows:* 

Prepare the reagent by dissolving 120 grams mercuric cyanide and 
120 grams sodium hydroxide in water, mixing the two solutions, and 
making up to tooo cc. Remove any precipitate that may gather by 
filtration. 

Make a solution of ro grams of the glucose sample in Ioo cc. and 
take 10 cc. of this solution in a 5o-cc. graduated flask. Add sufficient 
mercuric cyanide solution to have an excess of reagent after the oxidation 
(from 20 to 25 cc.), and boil for three minutes under a hood with a good 
draft. Cool and neutralize the alkali with concentrated hydrochloric 
acid, adding the latter till the brown color is discharged. By this method 
the optical activity of the maltose and dextrose is discharged, while that 
of the dextrin remains unaffected.. From the polariscope reading cal- 
culate as above the specific rotatory power of the dextrin (P’). Then 


Pl 93d tt a ee 


The reducing power on Fehling’s solution of dextrose is to that <f 
maltose as too is to 62. Whence, if R=reducing sugar (reckoned as 
dextrose) we have 

R= dt20.02. cs (oe. See a) 


Subtracting equation (2) from equation (1) we have 
DP —P' = 5207-138 2 8 ie ee cE 
_ Multiplying equation (3) by 53 and subtracting from equation (4), 
P —P’=53d+138m, 
53R= 53d +32.86m, 
PP = 53 R= 106:T4ie ae eee 


eee eS ee ranean eT a 
* Wiley, Agric. Anal., p. 290. 
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Determination of Dextrin in Commercial Glucose.—One volume of 
the sample is well shaken with about 1o volumes of go0%.alcohol, and 
the precipitated dextrin is separated by filtration through a tared filter, 
washed thoroughly with strong alcohol, dried at 100°, and weighed. 

Qualitative Tests for Commercial Glucose.—Several confirmatory 
chemical tests may be employed for commercial glucose, aside from 
the optical test with the polariscope. Thus a precipitate of dextrin by 
treatment of the sample with an excess of strong alcohol, in the absence 
of mineral salts insoluble in alcohol, is strongly indicative of commercial 
glucose. An excess of sodium chloride in the ash also points strongly to 
the presence of glucose. 

Determination of Ash.—Formerly, when sulphuric acid was used for 
conversion of the starch, the ash consisted largely of calcium sulphate, but 
at present when hydrochloric acid is almost exclusively used the mineral 
matter is almost entirely common salt, formed by the neutralization of the 
acid. 

Determine ash by burning in a platinum dish at dull redness as in the 
case of other saccharine products. Qualitative or quantitative tests 
may be made for chloride, in the latter case calculating the equivalent 
amount of sodium chloride. If the amount of sodium chloride found 
does not equal the total ash, sulphates may be looked for. 

Determination of Sulphurous Acid.—At the present time glucose 
usually is free from an appreciable amount of sulphurous acid which 
formerly was extensively employed for bleaching. It may be determined 
by distillation, oxidation to sulphuric acid, and precipitation with barium 
chloride as described on page 313- 

Detection of Arsenic.—Since the Manchester epidemic of arsenical 
poisoning, due to the consumption of beer prepared from glucose con- 
taminated through the sulphuric acid with this poison, it is highly important 
that both the acid used for conversion and the glucose be frequently 
tested for this contamination. 
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The tests may be made on 2 to 5 grams of the materials without charring 
or destruction of the organic matter, by the Marsh test or the Sanger- 
Black-Gutzeit test as described under general methods on pages 63 to 60. 

The English limit of one and one-half parts per million calculated 
as metallic arsenic should not be exceeded. 


HONEY. 


Composition and Occurrence.—Honey is the saccharine product 
deposited by bees (A pis mellifica and A. dorsata) in the cells of honey- 
comb, which the insect forms out of wax secreted by its body. Honey 
has its source chiefly in the nectares of flowers, from which the bees 
abstract it, also in the juices of ripe fruits and the exudations of leaves 
(honeydew). While in the honey-sac of the bee, the sucrose, which 
forms the chief constituent of the fruit juice or nectar, becomes for the 
most part inverted, forming, in the honey, dextrose and levulose. The 
evaporation to a syrupy consistency is effected in the hive by exposure 
to a current of air, produced by fanning of the wings of the bees. 

The flavor of honey varies considerably, according to its source. 
Besides water and the sugars named honey contains dextrin and small 
amounts of protein, mineral matter (including phosphates), and organic 
acids. Pollen is usually present, also as a rule a small quantity of wax. 
Fincke * states real honey may or may not contain formic acid. 

European Honey.—Neufeld + gives the following limits for pure 
honey: 


(Water rere ec ves aries conte ae eicrete ere meer 8.30 to 33.59% 
IPLOUCY cotta efoe oe ee care coer eee eee O.03/ 10m sor, 
HVETUSUPAL 2. = ne tea eke ears eee 49-59 to 93.96% 
DUCTOSC 1°06 cates se we pain actrees 6210 (0,02 0277, 
DEXtrin’ fo9 es. oh a ee ae oe eer ieee 0.99 to 9.70% 
BOrmicracid... ts. oe oe ae er ee eee eee G-O20 05217, 
1G Oe ene See Pets ag a ©.02°t0) 1020387, 


Canadian Honey.—A large number of samples of genuine honey 
analyzed in 1897 for the Department of Inland Revenue, Canada (Bul. 
47), showed the following variations: 


* Zeits. Unters. Nahr. Genussm., 23, 1912, p. 255. 
t Der Nahrungsmittelchemiker als Sachverstindiger, Berlin, 1907, Pp. 275. 
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Direct polarization... 2.1 22... — 2.4 to —I19 
Invert SD ie Bes ae ne pera 1082) = = 38 
SuCTOse. (Dy .ClErvet). sa.cce oc. 2 <= Odes 7.64% 
LEDURerE LS ig im a ae en ae COus am 78.8% 
Se en ee ee ee i) as 33% 
NEI eel Re RIE 0s ara ae ae OL O38 i 0.50% 


American Honey.—Browne* has examined 97 samples of American 
and Hawaiian honey, representing the product made from the nectar 
of numerous flowers as well as honeydew. Maxima and minima of 
polarizations and analyses of some of the more important kinds, and of 
all the levorotatory and the dextrorotatory samples are given in the table 
on page 666. : 

As regards the chemical characteristics of honey from different flowers, 
Browne states that alfalfa honey usually has less dextrin and undetermined 
matter—the so-called ‘ impurities’”—and more sucrose than the other 
varieties, although the low amount of impurities is, to some extent, char- 
acteristic of the honey of the whole family (leguminose). The composite 
yield honey with about the average amount of organic non-sugars; the 
rosacez yield a product low in dextrin, but high in undetermined m tter. 
Buckwheat and other polygonaceous honeys contain almost no sucrose, 
but give tests for tannins. Basswood honey is relatively high in dextrin, 
and that from poplar, oak, hickory and other trees, all of which contain 
considerable quantities of honeydew, are rich in both dextrin and ash. 
Pronounced tannin reactions are obtained in honey gathered from the 
flowers or plants of the sumac, hop and others rich in tannin. ‘Tupelo, 
mangrove and sage honeys are distinguished by their high levulose content. 

Browne found the average per cent of water in honey from the arid 
states of Arizona, Nevada, Utah, and Colorado was 15.60, and from the 
humid states of Minnesota, Wisconsin, Illinois, Missouri and Iowa was 
18.88. 

Hawaiian Honey.—This is characterized by its high ash and the 
presence of decided amounts of chlorides in the ash. Van Dinef states 
that the floral honey of Hawaii is largely from the blossoms of the algarroba 
(Prosopis julifera), while the honeydew honey, which, together with 
mixtures of honeydew and floral honey forms about two-thirds of the 


* U.S. Dept. of Agric., Bur. of Chem., Bul. 110 (1908). 
felbidp 52a 
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product of the Hawaiian Islands, comes largely from the exudations of 
the sugar-cane leaf-hopper (Perkinsiella saccharicida), and the sugar- 
cane aphis (Aphis sacchart), Honeydew honey is dextrorotatory, and 
for this reason has often been condemned as adulterated. It has a strong 
molasses-like odor, and often a very dark color. Bakers prefer it to 
algarroba honey, because of its baking and boiling properties. 

The variation in the composition of Hawaiian honey is shown in the 
table on page 666, compiled from Browne’s data. 

Cuban, Mexican, and Haitian Honey.—The following table contains 
analyses of 33 Cuban, 23 Mexican, and 16 Haitian honeys by A. H. Bryan.* 
One of the samples gave a faint color with Browne’s test, but not 
sufficient to confuse the sample with honey containing an appreciable 
amount of commercial invert sugar. Fiehe’s test gave faint reactions in 
five samples. 


Cuban. Mexican, Haitian. 

Direct polarization: 

iinamediatetat.20~-Gar.. 25. —) 60 to|—20'0' | — 7.2 to —22' 9 >| —11.3 to\—10,.6 

Gonstantiabe26 «Can ac ace cs 5.0) (0 20s tele On 5 LO 2A 2 a= 25 LO On 

@onstanteat’ 87": C..see ces a eOLOlLO- 1 ROMm=tane2ntOr-[- 15017, wl eto 3 CON TOM 
Invert polarization: ; 
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INERT GS 3S She coooeperen cor + 4.5 to+15.4] + 2.9 to+13.4| + 3.5 to+u10.1 
WV EOD. Booet ce sh apshececaters's per cent 16.05 to 27.00 19.43 to 24.40 18.60 to 22.05 
nyert sugatis. on. - Wy 68.09 to 77.56 69.27 to 75.04 69.15 to 76.73 
SUICLOSC Mere clelets stele, « oe 00.00 to 2 99 0.00 to 3.98 . 0.00 tO 2.44 
VSI TRA" bo Soe eae RN oe 0.07 to 0.39 0.13 to 0.58 0.06 to 0.45 
IDexthitiy seer ae soie:s fe 0.29 to 2.96 0.52to 3.48 0226 to) 1.05 
Undetermined........ MG 1.23 to 8.07 Tess tOmOReO 0.66 to 5.46 
Free acid as formic... ‘‘ 0.00 to 0.43 0,07 10 8On35 0.03 to 0.28 


Dextrorotatory Honey.—The U. S. standards define honey as levo- 
rotatory, thus excluding the larger part of the Hawaiian product, and also 
unimportant kinds of honey made from certain trees. Pure floral honey 
with no admixture of honeydew is seldom if ever dextrorotory. 

The following are the results obtained by Browne in the examination 
of dextrorotatory honeys: 


*U.S. Dept. of Agric. Bur. of Chem., Bul. 154, 1912. 
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Hawaiian. 

> a ; zi 

5. 2 6 > 3 5 5 S 

“S| € | § | 2 |gh8e) Sve | ous 

ae a 9 a BOG & am & Sh 

rn a x B la rm im 
Direct polarization at 20° C.*.->|-- 17.0 |+ 3.6)\4- 7.8\|+42.0.)4-27-8 193-0) anos 
Invert polarization at 26°C... -|+ 15.0 |— 2.5 |+ 3.4 |+ 5.2 |+13-5 |+ 1-9 |+ I-90 
Invert polarization at 87° C... ./+35.0 |+20.9 |+26.6 |+28.6 |+34.8 |+23-7 |+23.4 
WWI cojoe cos oegasce Per cent|par0.44 |) 1722/0 T0505) ens 550) set S27 Ol metOn 20d eGo 
lamas GUERNEG oodaGdecc ube 71.69] 65-80] 65.89] 65.87] »64.84] 67-81] 66.85 
SIRENS ooo ce Sooocdass ss 0.61 BerOee2e Ol eA. 3T S227 257 2.41 
INGLY @ tg Seon CHO RGOOOS of ©220| Oe 70] 8 0n7 3] On7 0] meet cO| ene O2 | OLS 
IDERAUDEY 5% abs soouoces So 6.02! * 10219] 212.05]. 10-40)" 10.0% Os) Slow 
Undertermined ....... sa Aiss| Sh 8) T5712 4-955 Ge 53 2 300) gia52 
Free acid as formic....  ‘* CHCl) = sue Ost! ORC CEHG) Osi) Osis 
Reducing sugar as dextrose, 

PCPICEML ce eels iwrele'> === =i2 68.68} 63.04] 63-12] 63.11] 62.12} 64.96] 64.04 
* Constant. 


Adulteration of Honey.—The most common adulterant is commercial 
invert sugar. Cane sugar and glucose were formerly used. Gelatin is 
also said to be used. It appears to be a fact that bees may be made to 
feed upon cane syrup or commercial glucose, if these matcrials are placed 
in proximity to their hives, so that in some instances the adulterant 
may be supplied through the medium of the bee. Sophisticated honey 
is often put up in tumblers or jars containing pieces of honeycomb, so 
that presence of the comb is by no means proof of its purity. Comb-honey, 
sold in the frame as sealed by the bees, is never adulterated, except when 
the bees are fed upon glucose or cane sugar. 

Cane Sugar.—The following are typical analyses of honey adulterated 
with cane sugar: 


A. Ba (G, 
Direct polarization.... +34.7 +12 dels? 
linea ee gos Sy a TRS SOS 
ebeimperature:. es .reey ane Te . 19.5 


sucrose (Clerget):.... + 43.16% 21.8% 17.07% 
Invert isugar.. = .2-- eee, 60.03% 67.2% 


Wea bOD ss, asics crtt ncete 42.42% PI etG ug 15-50% 
ONS Tie. ohca cis 's ome crore ee ee oil, 0.06% 


A strong right-handed polarization before inversion, coupled with a 
left-handed invert reading at 20°, is evidence of adulteration with cane 
sugar, or a product containing cane sugar. 
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Honey stored by bees fed on cane sugar is also characterized by its 

_ right-handed _ polarization. Although the bee inverts the larger part of 

the cane sugar in its body, this inversion is never as complete as in the 
case of nectar honey. 


Glucose.—The following are typical analyses of honey adulterated 
with commercial glucose: 


A.* B. ( 
Direct polarization.. +147 +66.9 1 1O0L.S 
Invert ; Reatcit ooo 2 +61.9 =) 90:0 
Demuperatire. <0. <2... 1” 20° 22 
Sucrose (Clerget).... 8.83% yO 0.0% 
Mivert. Sues... =. 46.18% 74.06% 49.87% 
WU ater meta. ara. « 15.19% 21.40% 237% 
JaXS Sale lta aan 0.03% 


Care should be taken not to confuse honeydew honey with honey 
adulterated with glucose. Browne gives the following means of distinction: 
(x) the difference in invert polarization between 20 and 87°, corrected to 
77% invert sugar, (2) Beckman’s iodine test (page 673), and (3) the 
Konig and Karsch test (page 674). He also finds the quantity and char- 
acter of the ash, the acidity, and microscopic examination of value. 

The following analyses of mixtures of commercial glucose and honey 
were made by A. H. Bryan.t 


Mixture. Invert Polarization— Invert Sugar Calculated Glucose. 
Constant Polariza- I * 100— 
Direct tion Invert |p aes _| (Correct- 
Polariza- Differ- | Before| After |Polariza- ona ed Polar- 
Glucose] Honey.| tion at | At 20°C. | At 87°C.| ence | Tnver- | Inver-| tion at (20°C ization 
20° C. (Cpe heen Bion eras is Differ- 
20°), 1.63. 75) = ence X 
1.93. 100+ 
26.7) 
% % o Vie ais aN oN % % % % % 
100 |....-- +153-8/+153-34|+144-32].-.---- 30-02] 30.45] 88.5 | 88.5 
so | 50 |+ 67-0/+ 65-67/+ 73-81) 8.14 | 53.67] 54-5¢] 45-3 | 43-1 | 56.9 
20 80 {+ 15-4|/+ 13-42/+ 33-00] 19-58 | 69.00] 70.3°| 20.2 16.0 19.2 
Io OOM en 2e4 nA eed EO. 5O1023.43 1 7A s421e 74 ce) cred 6.6 8.8 
5 OS |= ae Si Tella Tie) MASAO) || GR aAll wiftelel | Vise: 1.6 3-8 
3 Of a i4e2|— 102041 '9313|| 20.07 5)"70-02] 78-01), 5-0 0.29 Bi 
2 San LO2 0] eo 70| SA 20.84 5| 70.0410 78.34)) 5.0 0.00 tee 
I OGUN | —elon2|— 6 20200l-;-80-03| 27.981 (775201 7O-o 71 42 0.00 0.0 
Eros TOO. |— 19.5|— 22-11\-+- 5-04] 28.05 | 77.68] 73.92] 3.2 0.00 0.0 


* Both commercial glucose and added cane sugar. 
tA. O. A. C. Proc., 1908, U. S. Dept. of Agric., Bur. of Chem., Bul. 122, p. 181. 
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Commercial Invert Sugary is the most difficult of detection of all the 
adulterants. Herzfeld’s process* for the manufacture of invert sugar 
syrups consists in boiling for thirty to forty-five minutes 1 kilogram of 
refined sugar in 300 cc. of water with 1.1 gram of tartaric acid. Browne f 
gives the following analysis of the product made by this process: 


Direct polarization at 20° .-.< -<)-5---.2226----- see e 
Constantipolariza tion ato. +22.) sian ears men 
iivert-polarizationiatizo > .2.-G.en sae 42- sore — 10s 
Invert polarization atis7°.-- . 52-5 22--- 22 + 4.8 
MEN ioe FAG Sh Spas oe ee ae enon era 5c 16.32% 
VELL SU Cal cee dias Ssh oi oo 2 eee re eee 73-38% 
SILLS TOON octet sia ek eatin: Bie Bene I ac 4.36% 
Sh Passes Gass Selon) a ees ete ete ae 0.00% 
Dextrin: See oot cates o ctare's seinen ne Sie en oes 4.86% 
100 .co% 
(NCIdS dS OCU Cape tare eas Jims ihn ng Bete 0.06% 


This adulterant is best detected by Browne’s and Fiehe’s tests (page 
674). Ley’s testt has value as a confirmatory test, but should be used 
with caution, as American honeys do not react like the European. 

Gelatin is indicated if a precipitate occurs. in the diluted sample with 
a solution of tannic acid. 


ANALYSIS OF HONEY. 


Preparation of Sample.—In the case of strained honey, stir with a rod, 
till any separated sugars are evenly distributed throughout the mass, or, 
if the honey has become solidified wholly or in part by crystallization, use 
a gentle heat on a closed water-bath to restore to it fluid form. 

In the case of comb honey, cut with a knife across the top of the comb 
if sealed, and separate completely from the comb by straining through 
a 40-mesh sieve. 

Determination cf Moisture.§—Weigh 2 grams into a flat-bottom 
metal dish 2} inches in diameter, which, together with 10 to I5 grams 


* Zeits. ver. d. Zucker-Ind., 31, p. 1988. 

+ Loc. cit., p. 64. 

t Pharm. Zeits., 47, 1902, p. 603. 

§ Browne, U. S. Dept. of Agric., Bur. of Chem., Bul. TIO, p. 18. 
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of fine quartz sand and a short stirring rod, has been previously tared, 
add 5 to ro cc. of water, stir until the whole has been thoroughly incor- 
porated, and dry to constant weight at 6s to 70° C. in a vacuum oven. 
Honeys of high purity usually dry in twelve hours, while those of the honey- 
dew class, rich in dextrin and gum, require thirty-six hours, or longer. 

Determination of Ash.—See page 644. 

Polarization.—Direct and Invert at 20° C.—Proceed as directed under 
molasses (page 644), except that only alumina cream is used as a clarifier. 
To destroy birotation add a drop or two of ammonia before making up 
to the mark.* 

Invert at 87° C.—Invert a half normal portion in the usual manner in 
a too-cc. flask, cool, add a few drops of phenolphthalein and enough 
sodium hydroxide to neutralize; discharge the pink color with a few drops 
of dilute hydrochloric acid, add from 5 to 10 cc. of alumina cream, make 
up to the mark and filter. Polarize in a 200-mm. tube at 87°, and multiply 
reading by 2. 

Polarization at the temperature of 87° can most readily be effected 
by the use of a water-jacketed. tube, as shown in Fig. 111. An all-metal 
tube, the interior of which is heavily gold-plated to avoid corrosion by 
acid, is preferable to one in which the inner tube is glass with a metal 
jacket, as in the latter leaky joints are liable to occur, due to uneven 
expansion. A tubulure is provided in the outer tube for a thermometer, 
so that the exact temperature may be noted. A tank of boiling water 
placed on a shelf above the polariscope is connected by rubber tubing 
with the jacketed tube as it rests in the polariscope, as shown in Fig. 111. 

Determination of Reducing Sugars.—Determine by Allihn’s method 
(page 632) in an aliquot of 25 cc. of a solution obtained by making 10 cc. 
of the solution prepared for polarization up to 250 cc. If desired the 
sugar may be determined by the volumetric Fehling process (page 615). 

The reducing sugars may be calculated as dextrose as obtained from 
Allihn’s table, or as levulose by multiplying the dextrose by 1.044. 

Determination of Levulose.—Wiley’s Method.{—This may be calcu- 
lated approximately by the following formula: 


_ I00(1.0315A —a) _100(1.0315A —a) 
Wes 010\26. > 62.19 


5) 


* Friihling, Zeits. dffentl. Chemie, 4, 1898, p. 410. 
+ Principles and Practice of Agricultural Analysis, 1897, III, p. 267. Browne, loc. cit, 


Dp. 17. 
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in which /=levulose, a= the direct polarization at 20° of a solution of the 
normal quantity of honey made up to 100 cc. at 20°, and A=the direct 
polarization of the same solution at 87° C., 2.3919=the variation in 
polarization of 1 gram of levulose in 100 cc. of solution between 20 and 
87° C., and 1.0315=the factor for converting the volume of the solution 
at 20° into that at 87° C. 

Determination of Dextrose.*—Multiply the percentage of levulose 
as obtained in the preceding section by 0.915, thus obtaining the equivalent 
dextrose, and subtract this from the per cent of reducing sugars expressed 
as dextrose. 

Determination of Sucrose.—Owing to the inaccuracies of Clerget’s 
method as applied to honey, Browne recommends the following: Neutralize 
the free acid of 10 cc. of the solution used for invert polarization with 
sodium carbonate, make up to 250 cc. and determine the reducing 
sugars by Allihn’s method. Subtract from the invert sugar thus obtained 
the invert sugar found before inversion, and multiply the difference by 
0.95. 

Determination of Dextrin.—Browne’s Method.*—Weigh 8 grams of 
honey directly into a too-cc. flask, add 4 cc. of water, and finally with 
continued agitation sufficient absolute alcohol to fill to the mark. Shake 
thoroughly and allow to stand twenty-four hours, or until the dextrin is 
deposited on the bottom and sides of the flask and the liquid is perfectly 
clear. Decant on a filter and wash the precipitate in the flask with 10 cc. 
of cold 95% alcohol, pouring the liquid finally on the filter. Dissolve 
the precipitate in the flask and on the filter in a little boiling, distilled 
water, collecting the solution in a tared platinum dish. Evaporate the 
liquid, and dry to constant weight at roo° C. If the alcohol precipitate 
is considerable, it should be dried at 70° C. im vacuo. After weighing, 
dissolve in water and make up to a definite volume according to the 
weight as follows: 


Residue, grams. 0-0.5 0.5-I.0 1I.0-1.5 Tis=270 2.0=02 50) 225-270 
Voluméacci.5. 50 Kole) 150 200 250 300 


Filter, determine invert sugar and sucrose in aliquots by copper reduction 
before and after inversion, and subtract the sum of these sugars from the 
total alcohol precipitate. 


ails i=l ab gt SMhUnL Cok nD rc eg 


* Browne, loc. cit., p. 17. Jour. Am. Chem. Soc., 28, 1906, p. 446. 
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Determination of Acids.—Dissolve 10 grams of the honey in water 
and titrate with tenth-normal sodium hydroxide, using phenolphthalein 
as indicator. Express result as formic acid. 

Beckman’s Test for Glucose.*—Treat a mixture of equal parts of 
honey and water with a solution of iodine in potassium iodide. If glucose 
is present, a red or violet color (due to erythro- or amylo-dextrin) appears, 
the shade and intensity depending on the nature and amount of the 
glucose present. 

Determination of Commercial Glucose in Honey.—Except for rough 
work, the method described on page 651 for calculating the per cent of 
commercial glucose from the sucrose and from the direct polarization is 
not recommended for use with honey and other products wherein the invert 
sugar is so large as to considerably affect its accuracy. In this case, it 
is best after inversion to polarize the sample at 87° C., the temperature at 
which the reading due to invert sugar would theoretically be o. At 
this temperature, any considerable right-handed polarization can be 
accounted as due to commercial glucose. (See page 671.) 

As in the case of molasses, the writer advocates assuming 175° as the 
direct polarization of the glucose used, this being about the maximum 
reading for a normal solution of 42°-Bé. glucose. Lythgoe has shown 
that in polarizing at high temperatures samples of saccharine products 
containing commercial glucose, certain precautions have to be observed 
not necessary when cane or invert sugar are the only sugars present. 
Thus, a normal solution of glucose, when polarized at 87° C., has a lower 
reading than in the cold, the difference being doubtless due partly at 
least to the expansion of the liquid. Again, on subjecting a normal 
solution of glucose to inversion with acid, as in Clerget’s process, and 
heating to 87° C., it will be found impossible to get a constant reading, 
but the reading will drop rapidly, due to a partial hydrolysis of the 
maltose or dextrin. 

In honey and other preparations containing much invert sugar and 
commercial glucose, it is best to proceed as follows: Divide the polariza- 
tion at 87° by 163°¢ and multiply the result by roo for the percentage of 
commercial glucose in terms of glucose polarizing at 175°. It should be 


* Zeits. Anal. Chem., 35, 1896, p. 267. 

+ The true polarization at 87° C. of a normal solution of glucose subjected to inversion 
and neutralization as above (but without the use of the clarifier), will be about 93% that 
of the direct polarization of the sample in the cold. Hence 1750.93 =162.7. 
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borne in mind that the results by even this method are only approximate, 

as genuine honey is more or less dextrorotatory at 87° C. 

v= 175 
1.93 

which G=the per cent of commercial glucose, and b=the polarization 

after inversion at 20° C. 

Browne’s Test for Commercial Invert Sugar.*—Reagent.—This 
should be freshly prepared each time before using. Shake 5 cc. of c. p. 
anilin with 5 cc. of water, and add sufficient glacial acetic acid (2 cc.) to 
just clear the emulsion. 

Process.—Treat 5 cc. of a 1:1 solution of the honey in a test-tube 
with x to 2 cc. of the anilin reagent, allowing the latter to flow down the 
walls of the tube so as to form a layer upon the honey solution. If, when 
the tube is gently agitated, a red ring forms beneath the anilin solution, 
this color becoming gradually imparted to the whole layer, artificial 
invert sugar is present. This reaction is due to furfural formed during 
the hich temperature employed in the commercial processes of inversion. 
Boiling genuine honey also causes the formation of furfural, but this treat- 
ment impairs the flavor and is probably never practiced. 

Fiehe’s Test for Commercial Invert Sugar Modified by Bryan.}— 
. Place to cc. of a 50% solution of the sample in a test tube, add 5 cc. of ether, 
shake vigorously, allow to stand until the ether is clear, then transfer 2 cc. 
toa small test-tube and add a large drop of a.solution of 1 gram of resorcin 
in too cc. of hydrochloric acid and shake. A cherry-red color indicates 
commercial invert sugar while a faint orange to rose color, disappearing 
after a short time, may be due to heating of the honey. 

Ley’s Ammoniacal Silver Nitrate Test { is not so reliable as the two 
preceding tests. 

Distinction of Honeydew and Glucose Honeys.—Method of Konig 
and Karsch.§—Dissolve 40 grams of honey in a cylinder in water, and 
make up to 4o cc. Transfer 20 cc. of the homogeneous solution to a 
25o-cc. flask and fill to mark with absolute alcohol with slow addition and 
constant shaking, and then allow to stand two or three days, with occasional 
agitation. At the end of this time all the dextrin has settled out. After 
shaking the solution, filter and evaporate rco cc. of the filtrate until free 


The following formula is used by European chemists: G= ,in 


*U.S. Dept. of Agric., Bur. of Chem., Bul. rio, p. 68. 

} Zeits. angew. Chem., 21, 1898, p. 2315; Bur. of Chem., Bul. TSA, Da LS. 

ft Pharm. Ztg., 1902, p. 603; Zeits. angew. Chem., 1907, p. 993. 

§ Zeits. anal. Chem., 34, 1895, p.1. U.S. Dept. of Agric., Bur. of Chem., Bul. 110, p. 63. 
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from alcohol. To the liquid residue add a little subacetate of lead and 
sodium sulphate, make up to 20 cc. with water, and polarize the filtered 
solution. Dextrorotatory natural honeys show by this method a levo- 
rotation; honeys adulterated with dextrose of glucose to the extent of 
25% or more, a dextrorotation. In case the honey contains a large 
amount of sucrose, the solution should be inverted with hydrochloric acid 
before polarizing. 

BEESWAX.—The purity of beeswax is best established by determining 
its melting-point, its specific gravity, its saponification equivalent, and 
its refractometric reading. The melting-point of pure wax is about 
64° C., while that of paraffin, its chief adulterant, is from 52 to 55° C. 
Its saponification equivalent should be from 87.8 to 107, while that of 
paraffin is o. 

Method of Determining Specific Gravity of Beeswax.*—Place a weighed 
rod of the wax, about 1 to 1.5 cm. long by 0.5 cm. diameter, in an accurately 
- marked 50 cc. flask, and run in water from a burette till the water level 
reaches the mark. 50 cc. minus the burette reading represent the vol- 
ume occupied by the wax. The rod should be made to lie flat on the 
bottom of. the flask, so that the incoming water will force its end against 
the sides and prevent the end from rising above the mark. The weight 
of the rod, divided by its volume gives its specific gravity. The specific 
gravity of various mixtures of wax of 0.969 specific gravity and paraffin 
of 0.871 are given in the following table, prepared by Wagner, so that 
from the specific gravity of the mixture the percentage of paraffin can be 
calculated: 


Wax Paraffin Specific Wax Paraffin Specific 
(Percentage). (Percentage). Gravity. (Percentage). (Percentage). |- Gravity. 
— 100 871 75 25 942 
25 75 893 80 20 948 
50 50 920 100 96g 


The Refractometer Reading is most useful in establishing the purity 
of wax. Observations with this instrument are best made at 65° and 
great care should be taken in the case of the Zeiss butyro-refractometer 
not to exceed this temperature, or injury to the instrument may result. 

The Abbé refractometer may be used with perfect safety and, when 
available, is to be preferred for the examination of beeswax. Many 


* Gawalowski, Chem. Centrbl., 1890, p. 502. 
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food laboratories are, however, not equipped with the Abbé, but nearly 
all find the butyro-refractometer indispensable. The latter instrument 
was primarily designed for such substances as butter and lard, so that the 
manufacturers did not intend it to be subjected to as high a temperature 
as 65°. They have, however, assured the author that if care be taken 


(— 


aa 
— 


iL ay 


Fic. 111.—Apparatus for Polarizing at High Temperatures. 


to bring the temperature very slowly and gradually to the required degree 
65°, and to avoid also sudden cooling, the cement that secures the prisms 
in place will not be appreciably affected; otherwise cracking or loosening 
of the cement would be liable to occur after a time. 

At 65° C. pure beeswax should have a reading on the butyro-refrac- 
tometer of 30 to 31.5,* while that of paraffin is from 11 to 14.5.} 


*np, 1.4452 to 1.4463. 
T Mp, 1.4310 to 1.4335. 
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CONFECTIONERY. 


The composition of confectionery is more complex than that of the 
saccharine products hitherto considered. As a rule, cane sugar, or one 
of its products, as molasses, forms the basis of most of the confections. 
Commercial glucose is also a common ingredient, while a large variety 
of such materials as eggs, butter, chocolate, various flavoring extracts, 
spices, nuts, and fruits, enter into the composition of confectionery. 

U. S. Standard Candy is candy containing no terra alba, barytes, ~ 
talc, chrome, yellow, or other mineral substances or poisonous colors or 
flavors, or other ingredients injurious to health: 

Adulteration.—Of late the adulteration of confectionery has been 
held largely in check by the National Confectioners’ Association of the 
United States, which has fixed high standards of purity, and has been 
very zealous in restricting the use of harmful adulterants. 

Commercial glucose is not regarded as an adulterant of confectionery 
by the above-named association and by but few food authorities. On the 
contrary, any ingredient, other than color, that has no food value, may 
logically be considered as an adulterant. Under this head are included 
such substances as paraffin, as well as make-weight mineral matters, such 
as terra alba, talc, or calcium sulphate. 

B. H. Smith * has called attention to the presence of arsenic in shellac 
used to coat certain kinds of confectionery. 

Colors in Confectionery,—A very wide range of colors is necessarily 
employed in the manufacture of confectionery, and the almost endless 
variety of coal-tar dyes now available lend themselves most readily to 
the confectioner’s needs. Elsewhere, under “colors,” lists of injurious 
and non-injurious dyes are given as compiled by the National Confec- 
tioners’ Association, though it is not always readily apparent how the lines 
are drawn. 

The tinctorial power of these dyes is so high that the actual amount 
of substance contained in a thin coating of the color on the outside of the 
candy is exceedingly small, so that it is doubtful whether serious cases of 
injury have ever arisen from their use. 

This was not the case formerly when such poisonous mineral pigments 
as chromate of lead were frequently used. 


* U.S. Dept. of Agric., Bur. of Chem., Circ. 91, 1912. 
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ANALYSIS OF CONFECTIONERY. 


The following methods are largely those submitted by the author 
as provisional methods of the A. O. A. C.:* 

(rt) Products of Practically Uniform Composition Throughout.— 
(a) Lozenges and Other Pulverizable Products—Grind in a mortar or 
mill to a fine powder. For ¢ofal solids, weigh from 2 to 5 grams of the 
powdered sample in a tared platinum dish, and dry in a McGill oven 
to constant weight. 

For Ash, ignite the residue from total solids in the original dish, 
observing the precautions’ given under sugar (page 609), and molasses 
(page 644). 

(b) Semi-plastic, Syrupy, or Pasty Products—Weigh 50 grams of 
the sample into a so-cc. graduated flask, mix thoroughly or dissolve, 
if soluble in water, and fill to the mark. Be sure that the solution is 
uniform, or, if insoluble material is present, that it is evenly mixed by 
shaking before taking aliquot parts for the various determinations. For 
total solids and ash, measure 25 cc. of the above solution or mixture into 
a tared platinum dish, and proceed as directed under (a). 

(2) Confectionery in Layers or Sections of Different Composition.— 
When it is desired to examine the different portions separately, they 
should be separated mechanically with a knife, when possible, and treated 
as directed under (1). 

(3) Sugar-coated Fruit, Nuts, etc.—In case of a saccharine coating 
inclosing fruit, nuts, or any less readily soluble material, dissolve or 
wash off the exterior coating in water, which may, if desired, be evaporated 
to dryness for weighing, and proceed as in (1). 

(4) Candied or Sugared Fruits.—Proceed as in the examination of 
fruits (Chapter XX1). 

Detection of Mineral Adulterant.—As in the case of molasses, a 
considerable quantity, say 100 grams, should be reduced to an ash for 
examination for mineral adulterants, such as talc, calcium sulphate, and 
iron oxide, which are detected by regular qualitative tests. 

Detection of Lead Chromate.—Fuse the ash in a porcelain crucible 
with a mixture of sodium carbonate and potassium chlorate, boil the 
fused residue with water, neutralize with acetic acid, filter, and treat the 
filtrate with barium chloride or lead acetate solution. A yellow pre- 


*U.S. Dept. of Agric., Bur. of Chem., Bul. 65, p. 44. 
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cipitate indicates a chromate. Treat the insoluble part of the fusion 
with nitric acid, and test for lead in the usual manner. 

If a drop of ammonium sulphide be applied to a piece of confectionery 
colored with lead chromate, it will produce a black coloration. 

Determination of Ether Extract.—The ether extract includes the fat 
derived from chocolate, eggs, or butter, as well as any paraffin present. - 
Measure 25 cc. of the 20% solution (1) (b) (page 678) into a very thin, 
readily frangible glass evaporating-shell (Hoffmeister’s Schilchen), con- 
taining 5 to 7 grams of freshly ignited asbestos fiber; or, if impossible to 
thus obtain a uniform sample, weigh out 5 grams of the mixed, finely 
divided sample into a dish, and wash with water into the asbestos in the 
evaporating-shell, using, if necessary, a small -portion of the asbestos 
fiber on a stirring-rod to transfer the last traces of the sample from dish 
to shell. Dry to constant weight at 100°, after which cool, wrap loosely 
in smooth paper, and crush into rather small fragments between the 
fingers, carefully transferring the pieces with the aid of a camel’s-hair 
brush to an extraction-tube, or to a Schleicher and Schull cartridge for 
fat extraction. Extract with anhydrous ether or with petroleum ether in 
a continuous extraction apparatus for at least twenty-five hours. Trans- 
fer the solution to a tared flask, evaporate the ether, dry in an oven at 
100° C. to constant weight, and weigh. 

More recently the association adopted the Rése-Gottlieb method for 
butter scotch. 

Determination of Paraffin.—Add to the ether extract in the flask, as 
above obtained, to cc. of 95% alcohol, and 2 cc. of 1 : 1 sodium hydroxide 
solution, connect the flask with a reflux condenser, and heat for an hour 
on the water-bath or until saponification is complete. Remove the con- 
denser, and allow the flask to remain on the bath till the alcohol is evapo- 
rated off, and a dry residue is left. ‘Treat the residue with about 4o cc. 
of water, and heat on the bath, with frequent shaking, till everything 
soluble is in solution. Wash into a separatory funnel, cool, and extract 
with four successive portions of petroleum ether, which are collected in 
a tared flask or capsule. Remove the petroleum ether by evaporation, and 
dry in the oven to constant weight. 

It should be noted that any phytosterol or cholsterol present in the 
fat would come down with the paraffin, but the amount would be so 
insignificant that, except in the most exacting work, it may be disregarded. 
The character of the final residue should, however, be confirmed by 
determining its melting-point and specific gravity, and by subjecting it 
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to examination in the butyro-refractometer. The melting-point of par- 
affin is about 54.5° C.; its specific gravity at 15.5° C. is from 0.868 to 0.915, 
and on the butyro-refractometer the reading at 65° C. is from 11 to 
a Aeee 

Determination of Starch.—Measure gradually 25 cc. of a 20% aqueous | 
solution or uniform mixture of the sample into a hardened filter or Gooch 
crucible, or transfer by washing 5 grams of the finely powdered substance 
to the filter or Gooch, and allow the residue on the filter to become air- 
dried. Extract with five successive portions of 10 cc. of ether, then 
wash with 150 cc. of 10% alcohol, and finally with 20 cc. of strong alcohol. 
Transfer the residue to a large flask and boil gently for four hours with 
200 cc. of water and 20 cc. of hydrochloric acid (specific gravity 1.125), 
the flask being provided with a reflux condenser. Cool, neutralize with 
sodium hydroxide, add 5 cc. of alumina cream, and make up the volume 
to 250 cc. with water. Filter and determine the dextrose in an aliquot 
part of the filtrate by any of the various Fehling methods. The weight 
of the dextrose multiplied by 0.9 gives the weight of the starch. 

Polarization of Confectionery.—As a clarifier use either alumina 
cream or subacetate of lead, according to the nature and capacity of the 
sample. Ordinarily alumina cream is best, but in dark-colored samples, 
or those in which molasses has been used, it is sometimes necessary to 
employ the subacetate. When starch is absent, and the sample is practi- 
cally soluble, polarize and invert in the usual manner (page 610). Where 
considerable starch or insoluble matter is present, use the double-dilution 
method of Wiley and Ewell (page 650), thus making due allowance for 
the volume of the precipitate. 

Cane sugar, invert sugar, and dextrin, are determined as directed 
for honey. 

Commercial glucose is roughly determined by polarizing the sample 
at 87° C., as in the case of honey (page 671). 

Confectionery is made in such a wide variety of forms, and these differ 
in consistency to such an extent that commercial glucose of all available 
degrees of density can be utilized to advantage in one product or another. 
In this respect confectionery is unlike honey and molasses, wherein a 
fairly uniform grade of commercial glucose is necessarily used for 
mixing, this grade being naturally selected with reference to its similarity 
in density to the molasses. On this account the glucose factor used 


for honey and molasses (175) may in some varieties of confectionery be 
too high. 
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Determination of Alcohol in Syrups Used in Confectionery.— (Brandy- 
drops.)—Open each drop by cutting off a section with a sharp knife, and 
collect in a beaker the syrup of from 15 to 25 of the drops, which will 
usually yield from 30 to 50 grams of syrup. Strain the syrup into a 
tared beaker through a perforated porcelain filter-plate in a funnel to 
separate from particles of the inclosing shell, and ascertain the weight 
of the syrup. Wash into a distilling-flask, dilute with half its volume 
of water, and distil off into a tared receiving-flask a volume equal to the 
original volume of syrup taken. Ascertain the weight of the distillate 
and its specific gravity by means of a pycnometer. . Multiply the per- 
centage by weight of alcohol corresponding to the specific gravity, as 
found in the tables on page 690 et seq., by the weight of the distillate, and 
divide this by the weight of syrup taken. The result is the per cent by 
weight of alcohol in the syrup. 

Detection of Colors.—It is sometimes necessary to macerate a con- 
siderable mass of the material to remove the color, which is, however, 
in the majority of cases readily soluble. The insoluble colors are nearly 
all mineral pigments to be looked for in the ash, as in the case of chromate 
of lead (page 678). Frequently the coloring matter is confined to a thin | 
outer layer, which is readily washed off. 

The solution of the dyestuff is examined as directed under colors. 

Detection of Arsenic.—Arsenic may be present through impure glu- 
cose, shellac, or coloring-matter. If the color is confined to an exterior 
coating, this should be washed off and examined. [If distributed through 
the mass, a solution of the whole should be taken. Examine for arsenic 
by the Gutzeit or Marsh method, as directed on pages 63 to 66. 


CHAPTER XV. > 
ALCOHOLIC BEVERAGES. 


Alcoholic Fermentation.—In a broad sense all alcoholic liquors are 
saccharine products, in that they are essentially the result of the fermen- 
tation of sugars. In the case of fruits, the sugars already exist as such 
in their juices, which, when expressed, almost immediately begin to undergo 
spontaneously the process of alcoholic fermentation, through the agency 
of the enzyme zymase of the wild yeasts introduced with the skins of the 
fruit or from the air. The reaction is as follows: 


(z) CeHi206= 2C2HeO +2COd. 


Dextrose or Alcohol Carbon 
Levulose dioxide 


While the foregoing reaction applies to the dextrose and levulose 
of invert sugar, which sugar usually predominates in fruit juices, being 
formed by the inversion of sucrose, the reaction with sucrose itself, which 
is not directly fermentable, involves a preliminary inversion through the 
agency of the enzyme invertase present in yeast, thus: 


(2) CigH22011 +H2O = CeH1 206+ CeHy20e. 


Sucrose Dextrose Levulose 


In the case of grains the process is more complex, involving hydroliza- 
tion of the starch into maltose through the action of the diastase of malt 
and the further hydrolization of the maltose, which, like sucrose, is not 
directly fermentable, into dextrose by means of an enzyme of yeast known 
as maltase or maltoglucase. These reactions may be expressed as fol- 


lows: 
(3) 2CeH, me) 5+ H.2O = C,2He20 11 


Starch Maltose 
(4) Cy2H22011+H2O = 2C6H1206 
Maltose Dextrose 
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The above reaction, No. 1, illusirating the splitting up of grape sugar 
into alcohol and carbon dioxide, does not represent the practical yield 
of alcohol under ordinary condi.ions that occur in vinous fermentation, 
for, as a matter of faci, instead of 51.11 parts of alcohol and 48.89 parts 
carbon dioxide, which would theore.ically result as above from the fer- 
meniaiion of 1oo par.s of dextrose, only about 95% of the theoretical 
yield can be obtained, so that in praciice it is possible to form but about 
48.5% alcohol and 46.5% carbon dioxide. The balance, amounting 
to some 5%, consisis chiefly of glycerin, succinic acid, and traces of 
various compounds, including some of the higher-boiling alcohols (propyl, 
butyl, and amyl) and their ethers, which form the fusel oil of the dis- 
tilled liquors. 

Vinous fermentation takes place most readily in slightly acid liquids, 
at a temperature ranging from 25° to 30°C. 

It is convenient to divide alcoholic beverages into two main groups, 
first the fermented and second the distilled liquors. The fermented 
liquors naturally subdivide themselves into (a) the products of the direct 
spontaneous fermentation of saccharine fruit juices, such, for example, 
as those of the apple and the grape, to form cider and wine respectively, 
and (b) the mal'ed and brewed liquors, such as beer and ale, produced 
by the conversion of the starch of grain into sugar, and the final alcoholic 
fermentation of the latter. 

The distilled liquors include such products as whiskey, brandy, rum, 
and gin, wherein alcoholic infusions prepared by previous fermentation 
in various ways are fur-her subjected to distillation. 

Alcoholic Liquors and State (or Municipal) Control.—The mere 
adulteration of liquors does not constitute the only feature which brings 
them within the scope of ihe public analyst’s work and renders them 
especially amenable to stringent laws. Indeed, it is often a far more 
important ques.ion for the analyst to decide by his results whether or 
not the samples submitted to him, by police seizure or otherwise, are 
sold in violation of the regulations in force in his particular locality govern- 
ing the liquor traffic. 

A common regulation in no-license localities fixes the maximum per 
cent of alcohol which shall decide whether or not a liquor is legally a 
temperance drink, and can be sold as such with impuni-y. From i's low 
content in alcohol, an analyst’s findings regarding a certain sample may 
exonerate the dealer suspected of violating this law, while yet by the 
very reason of its being low in alcohol the same sample would be placed 
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in the adulterated list as regards non-conformance to a standard of purity. 
While the raising of revenue is one purpose for the existence of these 
laws bearing on liquor license, an equally important object sought to be 
gained is doubtless the repression of intemperance. 

Toxic Effects—A popular impression seems to exist that the toxic 
effects of an adulterated liquor are far worse from a temperance stand- 
point than those of a sample of good standard quality, and it is a common 
experience of the public analyst to have submitted to him by well-mean- 
ing temperance advocates samples which are alleged to have caused 
the worst forms of intoxication, and are thus suspected of being impure. 
As a matter of fact the chief adulterants of liquors are water, sugar, and, 
in the case of beer, various bitter principles and vegetable extractives, 
none of which are on record as being in themselves actively toxic.* 

Alcohol is the one ingredient of liquor which, more than any other, 
produces a marked physiological effect. Many liquors, especially those 
of the distilled variety classed as adulterated, are so considered by reason 
of their low alcoholic content through watering or otherwise, hence this 
- commonest form of adulteration, far from being detrimental in itself, is 
“actually helpful to the temperance cause. 

Details of Liquor Inspection——The same precautions should be 
carefully observed by officers making seizures of liquors for analysis, 
as by food inspectors, regarding safe delivery of the samples to the 
analyst. The following instructions are circulated by the State Board 
of Health of Massachusetts, which has in charge the inspection of liquors, 
concerning the taking of samples in that state and the transmission to 
the analyst: 


DIRECTIONS FOR TAKING SAMPLES FOR ANALYSES. 


The officer making a seizure, or taking samples of beer, should note 
at the time of such seizure the general appearance of the liquor,—as to 
whether it is clear or cloudy, whether it is still or has a strong head. 

If the liquor is in bottles, take at least one pint bottle; if in barrels, 
draw a pint bottle from each. Request the owner to seal each sample 
taken. If the bottles have cork stoppers, cut the stoppers off level with 
the top of the bottle and cover with wax; if with patent stoppers, a little 
wax placed upon the wire at the point where it lays against the neck of 
the bottle is sufficient. If the owner refuses to seal it, then the officer 


* The writer refers to substances intentionally added, and not to accidental impurities, 
such as arsenic, etc., that are occasionally found. 
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should seal it in his presence, calling his attention to the fact. Before 
leaving the premises, place upon the bottle a label or tag, with the date, 
the name of the owner, and the name of the officer upon it, and also the 
name of the town or city. Then place in a box, with the certificate 
required by law, and forward without delay to the analyst. 


FORM OF LABEL. 


TROT Tha ie oes aA oe a > 


CeO NMOL Ss kore os os oe lee eee. 
NYP tes Gees We I Ce ee ee ae a 


Accompanying each sample is a certificate like the following, the 
first part of which is filled out and signed by the officer, while the second 
part, containing the data of analysis, is filled out and signed by the analyst 
and returned by him to the officer. Such a certificate is nearly always 
accepted as evidence in court without the personal appearance of the 


analyst. 


To the State Board of Health: 
er b ew ire AMI IC Ohne 28 ee ris oe oe ene ete ste ea cee es tere : 
favecus ome miquors-seized by me. .2 ee 259. ee 19 
Ascertain the percentage of alcohol it contains, by volume, at sixty 
degrees Fahrenheit, and return to me a certificate herewith upon the 
annexed form. 
eIZC UNIO cas oe nice cece cinats = 


eoereeeeer ese eee eee eseseseeosce er eese eee 


Officer 
COMMONWEALTH OF MASSACHUSETTS 
Notes sees <= 
OFFICE OF THE STATE BOARD OF HEALTH. 
TOSTON artie wis ete ois oitciea aff cies TO. 
Wiiste toscerty (Nat the. 2.22... ne-- ren esses received by me 
with the above statement contains.............----- per cent of alcohol, 
by volume, at sixty degrees Fahrenheit. poo 
EEN oh on Bae Oona emer 19 
Analysis made. ....-seesse-ee-e-- 19 


[SEAL.] Analyst State Board of Health. 
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A convenient method for recording analyses is by the empleyment 
of numbered library cards, which bear the same number as the certificates 
and are kept by the analyst. 

The following is a convenient form: 


ING ogeeas Analy Ze dias steele reletelorcla cle sierepsrernintars ents ate 


Gounty asec qyieloeersieiererelaioinininisiseceie Wea dlask andiale ys -teresrleisietaretatniereisteieteratte 
(Chik? GIP UOIEK oo Gideon codoKS mo oQESOODDeS ANE, HASKS Notorate a\chaleleve eialefelele lolol sielelatsterotelatae 
Oficerse tanec oe Sao aaeeeic ee ceiome eos es bi (gr Ore SAMOA IO OOOSONOGoUCS 5 
Defendants oy ssse6 oo soo eew eee eececrees Sp. gr. ale, (Go°)E sec csitencicisscietsre oreleetere 
[Addressee e meee ee saree oe etinats cere Per cent alcoholais. sasaleeniacisietcdets cote 
Kind: offliqtiormeetce satactesice a ciiciteres ss REpOrtediaeteteterlteltletstaoielects BODOG OSOG Ac 
SEIZEC aaainc ce etelelo sinlGate olereorsielers is lelera sreiaie's 
RECEIVER Sais oe Hs siete aia sinie\c Sie eis cletals wie aierece 
lowadelaverednessce sec eee tee < ow crcteeis sees 
SGAIRG asonotuasandd scoucoosurcodacgode 
Conditions eee ccelcias isi sleeve e orsleieistale evsre 
Kandi ofibottless tj. ciercolew-ctets cic sttorsinre eoieis < 
IRygunicnga hing aGeo adasuaodbn guns Gocnscds 


METHODS OF ANALYSIS COMMON TO ALL LIQUORS. 


Specific Gravity——This should be taken at 15.6° or calculated to 
that temperature. The most convenient mode of procedure is to bring 
the temperature of the sample somewhat below that point by allowing 
the flask containing it to stand in cold water, and to have everything in 
readiness to make the determination when 15.6° temperature -has been 
reached, either by the hydrometer spindle in a glass cylinder, by the 
Westphal balance, or by the pycnometer. The lattér is by far the most 
accurate, especially if it is of the form which is fitted with a thermometer- 
stopper. 

Detection of Alcohol.—It is rarely necessary to make a qualitative 
test for alcohol in liquors, since it is almost invariably present even in 
many of the so-called temperance drinks, at least in small amount. 
Indeed in many localities a beverage is legally a temperance drink that 
contains not more than 1% alcohol by volume. 

The Iodojorm Test.—Alcohol, when present in aqueous solution to 
the extent of 0.1% or more, may be detected by the iodoform test. The 
solution is warmed in a test-tube with a few drops of a strong solution 
of iodine in potassium iodide, after which enough sodium hydroxide 
solution is added to nearly decolorize. On standing for some time a 
yellow precipitate of iodoform will appear if alcohol be present, or at 
once if there is a considerable amount, and the characteristic odor of 
iodoform will be rendered apparent, even when the precipitate is so slight 
as to be almost imperceptible. This iodoform precipitate is crystalline, 
showing under the microscope as star-shaped groups or hexagonal tablets. 
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It should not be forgotten that other substances than alcohol give the 
reaction, as lactic acid, acetone, and various aldehydes and ketones. 

Pure methyl or amyl alcohol or acetic acid do not thus react. 

Berthelot recommends benzoyl chloride as a reagent for detecting 
alcohol. By warming a mixture of a few drops of benzoyl chloride with 
the solution to be tested, and adding a little sodium hydroxide, ethyl 
benzoate is formed, recognizable by its distinctive odor. This reaction 
is delicate to 0.1% alcohol. The presence of other alcohols than ethy] 
produces ethers of characteristic odor. 

Hardy's Test jor Alcohol consists in shaking the aqueous solution 
with some powdered guaiacum resin, filtering, and adding to the filtrate 
a little hydrocyanic acid anda drop of dilute copper sulphate solution. 
A ble coloration considerably deeper than that due to the copper salt 
is indicative of alcohol. 

Mcthyl Alcohol in spirits is tested for as described on pp. 781-784. 

Determination of Alcohol.—In the case of carbonated liquids it is 
necessary to first expel the free carbon dioxide, which is readily accom- 
plished by pouring the liquor back and forth from one beaker to another, 
from time to time removing the excess of froth from the top of the vessel 
by the aid of the hand. Or, the sample may be shaken vigorously in a 
large separatory funnel, and the still liquor drawn off from below the 
froth, repeating the operation several times if necessary. In either 
case the mechanical treatment should be continued till the liquor is com- 
paratively quiet and free from foam. 

(1) By Distillation—This is by far the most accurate method of 
determining alcohol, and should be carried out in all cases where any 
legal controversy is apt to be involved. Into a flask of 250 to 4oo cc. 
capacity introduce a convenient quantity of the liquor, which should be 
accurately weighed or measured, according to whether the percentage 
by weight or measure is desired. The following are suitable quantities: 
Distilled liquors, 25 grams or cc.; cordials, 25 to 50 grams or cc.; wines, 
ciders, and malt liquors, 100 grams or cc. In the case of. wines or 
ciders which have undergone acetic fermentation, add 0.1 to 0.2 gram of 
precipitated calcium carbonate or neutralize with standard alkali. 

Dilute the liquid to 150 cc. and distil into a too-cc. flask. Nearly 
all alcoholic liquors, if comparatively free from carbon dioxide, will 
boil without undue frothing or foaming. New wine will occasionally 
give trouble in this regard, but foaming may usually be prevented in this 
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case by the addition of tannic acid. In case of wine, cider, and beer 
all the alcohol will have passed over in the first 75 cc..of the distillate, 
or three-fourths the original measured volume, but with distilled liquors 
high in alcohol the process had better be continued till nearly 100 cc. or 
the original volume taken have passed over. If the condenser is of glass, 
one can observe when all the alcohol has been distilled over, for the reason 
that the mixed alcohol and water vapors in the upper portion of the con- 
denser present a striated or wavy appearance, readily apparent so long 
as the alcohol is passing over, while after all the alcohol has been distilled, 
the condenser-tube appears perfectly clear. The distillation is thus 
continued for some time after this striated appearance has ceased. The 
distillate in the receiving glass is finally made up to the mark or to the 
original volume of the liquor taken. Strictly speaking, the measure- 
ments before and after distillation should be made at 15.6° C., but, except- 
ing in case of distilled liquors, no appreciable error results from making 
both measurements at the same or room temperature. Another precau- 
tion formerly thought necessary was to have the delivery-tube from the 
condenser pass below the level of a little water in the receiving-flask 
from the start, but equally accurate results have been obtained by simply 
allowing the end of the condenser-tube to enter the narrow-necked flask. 

Fig. 112 shows a bank of six stills of the kind used in the author’s 
laboratory for alcohol determination in liquors. In each still the verti- 
cal glass worm-condenser, the round-bottomed distilling-flask, and the 
lamp, are supported by rings held by a single upright rod. The receiving 
flask is readily connected with the condenser by means of a single bent 
tube provided with a rubber stopper. The cold-water pipe supplying 
the condensers is shown at the top, and the gas-supply pipe at the bottom. 

The distillate, made up to toocc., is thoroughly shaken and its 
specific gravity taken at exactly 15.6° in a pycnometer, or by the Westphal 
balance. From the specific gravity the corresponding percentage of 
alcohol by weight or volume, or the grams per too cc. in the distillate, 
is ascertained by reference to the accompanying tables. 

To obtain percentage of alcohol by weight in the sample, multiply 
the per cent by weight in the distillate by the weight of the distillate, and 
divide by the weight of the sample taken; to obtain per cent by volume, 
multiply the per cent by volume in the distillate by 100, and divide by 
the volume of the sample used. 

(2) From the Specific Gravity of the Sample—lIn the case of dis- 
tilled liquors having very little residue, an approximation to the true 
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percentage of alcohol may be obtained by using the alcohol table in con- 
nection with the specific gravity of the liquor itself. The accuracy of 
this method depends largely on the freedom from residue, being absolutely 
correct for mixtures of alcohol and water only. 

(3) By Evaporation.—Determine the specific gravity of the sample, 
evaporate a measured portion of the liquor (50 or 100 cc.) in a porcelain 
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Fic. 112.—Bank of Stills for Alcohol Determination. 


dish over the water-bath to one-fourth its bulk, make up to its original 
volume with distilled water, and determine the specific gravity of this 
second or dealcoholized portion. Add 1 to the original specific gravity, 
and from this subtract the second specific gravity. The difference is 
the specific gravity corresponding to the alcohol in the liquor, the per 
cent of which is found from the table. 

Example.—Suppose the specific gravity of the original sample to be 
0.9900 while that of the dealcoholized sample is 1.0009. Then 1.9900 — 
T.cocg=0.9891. .*. Per Cent by volume of alcohol =8.10. 
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SPECIFIC GRAVITY AND PERCENTAGE OF ALCOHOL. 
(AccoRDING TO HEHNER.) 


Absolute Alcohol. Absolute Alcohol. Absolute Alcohol. 

ee aoe. Rae 

Tav. Per Pe Tay. Pp Pe1 Trav. 
at c.| Cent Genk praia at é Geib Cent | Grams oe é aed Fes Grams 
15. by |by Vol- van ae TS. : by |by Vol- ce Box “ll ibye iby) Vols 
Weight} ume. : Weight] ume. OOS Weight| ume. | 7°° °°: 

1.0000 | 0.00 | 0.00 | 0-00 

0.9999 | 0.05 | 0.07 | 9-05 |lo.9959 | 2-33 | 2-93 | 2-32 |]o-9919] 4.69 | 5-86 | 4.65 
0.11 | 0.13 | 0-11 8 | 2.39 | 3-00 | 2.38 8| 4-75 | 5-94 | 4-71 
4 | 0.16 | 0.20 | 0.16 7| Soe AAs = Oia eae TA Sot|OsO2u aaa) 
On| OAL | OLAO |) ew Pll Baer || Bene | Heute, 6] 4.87 | 6.10 | 4.83 
5 | 0-26 | 0.33 | 0-26 5 | 2-56 | 3-21 | 2-55 5] 4-94 | 6-17 | 4-90 
AOL B20 |"O24Cm|| C= 32 A. |-2-050) 132232560 4| 5-00 | 6.24 | 4-95 
3 | 0-37 | 0-46 | 0.37 3 | 2-07°1°3-35.1 2-65 3} 5-06 | 6.32 | 5.01 
AOA || Celi |) On72) 20 2a 2eles Aa) teen 2|\ "5 =22) || ©.40° | 5207 
Z 0-47 (0260 |(0-47 || 25913) Sodio) | Bare Di PSerOueOn4Sulasara 
© | 0-53 | 0-66 | 0-53 © | 2.83 | 3-55 | 2-81 0] 5-25 | 6.55 | 5220 
0.9989 | 0-58 | 0-73 | 0-58 |jo-9949 | 2-89 | 3-62 | 2-87 ||o.9909] 5-31 | 6-63 | 5.26 
8 | 0.63 | 0.79 | 0.63 8 | 2-94 | 3-69 | 2-92 8) 5-37. | 0-72. | 5-32 
7 | 0-68 | 0.86 | 0.68 Gl Bae || SSO | Bas 7 5-44. On 7S esesO 
OpNOa74 NO. 98m 74 Or) Bc) | Sacee || Sey? 6} 5-50 | 6.86 | 5.45 
5 | 0-79 | 0-99 | 9-79 5 | 3-12 | 3-99 | 3-10 5| 5-56 | 6-94 | 5.5% 
GE || Ocevk || Soo) || Oey! 4 BaLoul 3295. eo=tO Al Se O2e eso mney 
3 | 0-89 | 1-13 | 0-89 3 | 3-24 | 4-05 | 3-22 3] 5-69 | 7-09 | 5-64 
2 | 0-95 | I-19 | 0-95 2 | 3-29 | 4-12 | 3-27 215-79 tate a 
TelarsCou|er=20Nlet=Co oa | eee || elaels) || oes T] 6280 zo 200 pec 
o | 1.06 1-34 1.06 oy ||) ease VAs Greta) O| Batre || Gsge || Gace 
0.9979 | I-12 | 1-42 | 1-12 ||0.9939 | 3-47 | 4-34 ] 3-45 ||0-9899] 5-94 | 7-40 | 5-88 
®|°£-19 | 1.49 | 1.70 3-53 | 4-42 | 325% 8} 6.00 | 7-48 | 5-94 
7 | 1-25 | 1-57 | 1-25 7 | 3-59 | 4-49 | 3-57 7| 6-07 | 7-57 | 6-01 
FP egeie il weal |p aeseke O\) BOR || A530 | 2.63 6| 6.14 | 7-66 | 6.07 
Bolte S7 Webs oe in E37, 5 | 3-71 | 4-63 | 3-69 5] 6-21 | 7-74 | 6.14 
AWN ar emote |e GeV He | Baifey || age | ae AW G228" | 72835) Onan 
Ql ke | ake loge 6 | Becky |eogei | aecko 3|| 6-36 || 7.92 | 6229 
At TealX6) ||) Taxes |) GEG) oy || atxtetey jl ete ll isels 2| 6243 | -S20r Oaz0 
se i] WON CLCHE |! ae slone i |) Boy || HaOS | A.Or T0508) oakOnl sons 
Cr | SO) Bases | ack} ©) AL OOM "52008 BEoi7 OlGO257 toe Lom tOEsO 
0.9969 | 1-75 | 2-20 | 1-74 |lo.9929 | 4.06 | 5.08 | 4.03 ||o-9889] 6.64 | 8.27 | 6.57 
PsOk 2627) \treSo Aol 2e| be Onlled zoo 8] 6.71 | 8.36 | 6.63 
7 | 1-87 | 2.35 | 1-86 7 | 4-19 | 5-24 | 4.16 7| 6-78 | 8.45 | 6.70 
(> SEO |) BAZIN || het On ae ebmlece c2aleame2 6} 6.86 | 8.54 | 6.78 
5 | 2-00 | 2.51 | 1.99 5 | 4-32 | 5-39 | 4-28 5} 6.93 | 8.63 | 6.85 
4 | 2.06 | 2.58 | 2.05 4 | 4-37 | 5-47 | 4-34 4| 7-00 | 8.72 | 6.92 
3 | 2-11 | 2.62 | 2.10 3 | 4-44 | 5-55 | 4-40 3] 7-07 | 8-80 | 6.99 
2 | 2.17 | 2.72 | 2.16 2A 42 5Ones Oana ® PY Gimiek || fsieesks) | G75 
ip [p 2eeer Wl Do) || eo Leo Gea. || Zesisrs Z| 7 20 (58-00 197212 
On le222 5a 22G0nlmeono7 Op eee | Sa7e | AogS OW Veet | OE | 7586 
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SPECIFIC GRAVITY AND PERCENTAGE OF ALCOHOL—(Continued). 


Absolute Alcohol. Absolute Alcohol. Absolute Alcohol. 
pee pec: Spec. 
fAVe| Per Per pave ll Der Per Grav. | per Per 

t fe Tam at m 
15.6°C.) Cont | Cent, ber ||t5-6°C Oy aly Woe pee |x5.0°C. See by Vel ber 
Weight} ume. | 7°° °° | Weight} ume. | °° °° Weight ‘says, || OS 
0-9879| 7-33 | 9-13] 7-24 /0-9829| 10.92) 13.52) 10.73 |0.9779| 14-91] 18-36] 14-58 
Sin 72400 Neo emu ya3 | 8) 1-00} 13.62] 10.81 8| 15-00] 18.48] 14.66 
A fee? Q=20) -7=37 7| Ir-08] 13-71] 10-89 7\ 15-08] 18.58] 14-74 
Oe7=53\ 1) Qe27 F=43 Or irars|) 13630 TOLgs 6) 15-17] 18.68] 14.83 
5| 7-60 OL45|| 7-50 Hi EE22 el OO Ti s03 5) 15-25] 18-78] 14-90 
4| 7-97 | 9-54]. 7-57 4| II-31| 13-99, 11-11 4} 15-33) 18-88! 14.98 
Bis O202)|) 97502 3|| E2=38] 14.09) 11.18 3} 15-42] 18.98] 15-07 
2) 7-80 | O7O| 7.70 2\ EE40| 14-03) 11-20 2) 15-50] 19-08] 15.14 
Tall Gees G2 78) 7-77 ih] GeabsGeyAll seZlayi: aint oes f| D}-56) LO. r6| 15-20 
oO] 7-93 9-86} 7.83 ©) 1.62) 14237) 1L-4r o| 15.67] 19.28] 15.30 
0.9869! 8.00 | 9-95} 7-89 ||0-9819) 11.69 14.46) 11.48 |.0.9769) 15.75] 19-39] 15-38 
8| 8.07 | 10.03] 7.96 S| Tey) Wise Ts 8) 15-83] 19-49] 15-46 
7| 8-14 | 10.12] 8-04 ||_ 7 11-85) 14.65) 11.64 7| T5-92) LO-50)) 15-54 
6) S225 | ro.25|, 8.10 Ol] SR Cy) Al LFS 6| 16.00} 19.68) 15-62 
Bi S220 i) £O_ 30), (8327 5| 12-00] 14-84] 11.78 5| 16.08] 19.78] 15-70 
4| 8.36 | 10-38] 8.24 4| 12.08] 14.93] 11-85 4| 16.15] 19-87| 15-76 
Z| S435 10-47) 98235 3| 12.15] 15.02] 11.92 3} 16.23] 19-96] 15-84 
2| B.50 | 10.56} 8.38 A) A Wa) GS a) Wee 2| 16.31] 20.06] 15-90 
1] 8.57 | 10.65] 8-45 TeUzeoniers. 2) 12.08 1} 16.38] 20.15] 15-99 
o| 8.64 | 10.73| 8.52 Opei2asoelS=sOn 1204 0| 16.46] 20.24] 16.06 
0.9859] 8-71 | 10.82] 8.58 ||0.9809] 12.46] 15.40] 12.22 |lo.9759] 16.54] 20.33] 16.13 
8, 8.79 | 10-91] 8.66 8] 12.54] 15-49] 12.30 8] 16.62] 20.43] 16.21 
4| 8.86 | tr.00] 8.73 7| 12.62] 15.58] 12.37 7|- 16.69] 20.52] 16.28 
6| 8.93 | 11-08] 8.80 6) 12.69] 15-68] 12.44 6| 16.77] 20.61] 16.35 
e| 9.00 | 25-07) 8.87 Sl wAang| Mss | Macks 5| 16.85] 20.71| 16.43 
4) 9207 | IB=20) 3-93 Al L2EOGi ei S oO T2556 4| 16.92] 20-80] 16.50 
BOai4 li etta2s| 0200 3) 12.92] 15-96] 12.66 3| 17-00] 20.89] 16.57 
2| Q-21-| II-44| 9-07 2| 13-00] 16.05] 12.74 2| 17.08] 20.99] 16.65 
Ti MOOZON Me 2) GOs aA! Ij 13-08] 16.15] 12-81 t| £7.17] 21.09] 10.74 
OC) O2 20 r teOn). 10.22 PO 3ecs O24 12280 6) 57.25\ 22.10) 50-82 
£.9849) 9-43 | 11-70] 9-29 ||0.9799] 13-23) 16.33] 12-96 |lo.g749| 17-33] 21-29] 16.89 
8) 9-50 | 1-79] 9-35 8) 13-31| 16.43] 13.03 8] 17.42] 21-39} 19.97 
7| 9-57 | 11-87] 9-42 7| 13-38, 16.52] 13.10 7| 17-50] 21-49) 17-95 
6| 9-64 | 11-96] 9-49 6) 13.46] 16.61] 13.18 6) 17.58] 21-59] 17-13 
Gi @eyae |) say] Onite Kiet ses 4 LOn Olea =20 5| 17-67] 21-69) 17-20 
4} 9-79 | 12-13] 9-64 4) 13-62) 16.80] 13.33 4) 17-75) 21-79) 17-29 
BIO. 50g 12222) 50-7 5 3] 13-69] 16-89] 13.40 Z| 17.03) 20-00] 27237, 
ZOLO8 We kan ee 5Oe 77, Aiea £0290) 1248 2| 17-92} 21-99] 17-40 
I|I0.00 | 12.40] 9.84 ETE Osler 7205) 1b2 550 1| 18.00] 22.09} 17-54 
o/10.03 | 12.49] 9.92 ONG. O21 7d het 37 03 o| 18.08] 22.18] 17-61 
0.9839|/10.15 | 42-58} 9-99 ||0-9789| 14-00] 17.26) 13.71 ||o.9739| 18.15] 22-27 17-68 
10.23 | 12-68] 10.06 BlETASOO| aT e313 70 8| 18.23] 22.36] 17-76 
|10-3I | 12.77| 10.13 4| 14.18} 17-48] 13-88 7| 18.31] 22.46] 17-82 
6 10-38 | 12.87] 10.20 6] 14-27] 17-59] 13-96 6) 18.38] 22-55) 17-99 
5 10.46 | 12.96] 10.28 5| 14-36] 17-70] 14.04 5] 18.46] 22.64] 17-97 
410.54 | 13-05] 10.36 4| 14-45] 17-81] 14-13 4| 18.54] 22-73 18.05 
310-02 | 13-15] 10.44 3) 14-55] 17-92] 14-23 3) 18.62] 22.82) 18.13 
2/0 69 | 13-24] 10-51 2| 14-64] 18.03] 14-32 2| 18.69] 22-92 18.19 
110.77 | 13.34] 10.59 1| 14.73) 18.14] 14.39 1| 18-77| 23-01, 18.27 
10.85 | 13-43] 10.67 0} 14-82} 18.25] 14-48 o} 18.85} 21.10 18.34 


ee See 
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SPECIFIC GRAVITY AND PERCENTAGE OF ALCOHOL—(Continued). 


Spec. 
Grav. 


at 
15.6° C. 


~ 0-9729 


OrnWAMN ON © 


0.971 


OHNWAM AN WD 


0.9709 


Orn HWAM AN CO 


0.9699 
8 


OH NHWAM OY 


0.9689 


OH NWAMN Ar © 


Absolute Alcohol. 


Per 


Cent | 


by |by Vol- 


Weight 


18.92 
19-00 
19-08 
TONE] 
19-25 
19-33 
19.42 
19-50 
19-58 
19-67 


19-75 
19.83 
19-92 
20.00 
20.08 
20.17 
20.25 
20-33 
20.42 
20.50 


20.58 
20.67 
20-75 
20.83 
20.92 
21.00 
21.08 
21.15 
Pio AS 
21.31 


21.38 
21.46 
20.54 
21.62 
21.69 
21.77 
21.85 
21.92 
22.00 
22.08 


22.15 
22.23 
Bona 
22.38 
22.46 
22.54 
22.62 
22.60 


cP) 


22.85 


ume. | 


23-19 
23-18 
23-38 
23-48 
23.58 
23-68 
23-78 
23-88 
23-98 
24.08 


| 


Grams 
per 
Ioo cc. 


18.41 
18.48 
18.56 
18.65 
18.73 
18.80 
18.88 
18.95 
19-03 
Ig-12 


24.18 19.19 


24.28 
24.38 
24.48 
24-58 
24.68 
24.78 
24.88 
24-98 
25-07 


25-17 
25-27 
25-37 
25-47 
25-57 
25-67 
25.70 
25-86 
25-95 
26.04 


26.13 
26.22 
26.31 
26.40 
26.49 
26.58 
26.67 
20.77 
26.86 


20.95 


27.04 
Appin 
eee 
273 
27.40 


19-27 
19.36 
19-44 
19-5! 
19-59 
19.66 
19-74 
19.83 
19-90 


19.98 
20.07 
20-14 
20.22 
20.30 
20-33 
20.46 
20.52 
20-59 
20.67 


20.73 
20.81 


20.89 
20.96 
21.03 
20ert 
Pie site! 
Di Ds 


21.33 
21.40 


21.47 
21.54 
21.61 
21.68 
21.76 


27-49 
27-59 
27.68 
ilar 
27.86 


21.83 
21.90 
21.96 
22.01 
DENG) 


0.9679 


Or NWAM AN © 


0.9669 


Or NW AM QN CO 


0.965 


OH NWAMN AN COO 


09-9649 


OH NWAM Qa C— 


0.963 


OH NWA Qn OO 


Absolute Alcohol. 


Absolute Alcohol. 


pee 
Per Per FOV!) Per 124 
vey als ves per | 15.8" C. ee ao per 
Weight Eee Ioo cc. Weight bb 100 cc, 
22.92] 27-95] 22-18 ||o.g629] 26.60] 32.27] 25.61 
23-00] 28.04] 22.26 8| 26.67) 32.34| 25-67 
23.08] 28.13] 22.33 7| 26.73] 32-42] 25.73 
23-15] 28.22] 22.40 6) 26.80] 32.50] 25-79 
2252320581 22-47 5| 26.87] 32.58] 25.85 
23.311 28-41) 22.54 4| 26.93] 32-65] 25.91 
23-38] 28.50, 22.01 3] 27-00] 32.73] 25-98 
23-46) 28.59] 22.69 2) 27-07] 32.81] 26.04 
23-54| 28.68) 22.76 I| 27.14] 32.90] 26.10 
23-62) 28.77| 22.83 0] 27-21] 32.98] 26.17 
23-69] 28.86) 22.90 |lo.9619| 27-20] 33-06) 26.25 
23-77| 28-95! 22-97 8| 27-36) 33-15) 26.31 
23-85| 29-04] 23-05 7) 27-43] 33-23) 26.37 
23-92| 29-13] 23-11 6) 27-50] 33-31] 26.43 
24-00] 29-22] 23-19 5] 27-57] 33-39] 26-51 
24.08| 29.31] 23-27 4) 27-64) 33-48) 26.57 
24-15] 29-40] 23-33 3) 27-71] 33-56) 26.64 
24-23] 29-49] 23-40 2) 27-79| 33-64] 26.71 
24-31| 29-58) 23.48 1} 27.86) 33.73) 26.78 
24-38| 29-67| 23-55 0} 27-93] 33-81) 26.84 
24-46] 29-76] 23.62 ||o.g609| 28.00] 33.89] 26.90 
24-54] 29-86] 23-70 8] 28.06) 33.97] 26.96 
24-62) 29-95] 23-77 7| 28.12] 34.04] 27.01 
24-69] 30.04) 23.84 6) 28.19] 34-11] 27.07 
24-77| 30-13] 23-91 5] 28.25] 34-18] 27.13 
24-85] 30.22] 23.99 4| 28.31) 34.25) 27.18 
24-92] 30-31] 24.05 3) 28-87 84 =s3le2 7424 
25-00] 30.40] 24.12 2) 28.44] 34.40] 27.31 
25-07| 30.48] 24.19 1) 28.50) 34-47] 27.36 
25-14} 30.57| 24-26 ©} 28.56) 34.54] 27.42 
25-21] 30.65] 24.32 |lo.9599| 28.62] 34.61] 27.47 
25-29] 30-73| 24-39 8] 28.69] 34.69] 27.53 
25-36] 30.82] 24.46 7| 28-75] 34-76] 27.59 
25-43] 30-90] 24.53 6) 28.81) 34.83] 27.64 
25-50] 30.98] 24-59 5] 28-87] 34-90] 27.70 
25-57| 31-07| 24.66 4} 28.94) 34-97| 27.76 
25-64] 31.13] 24.72 3] 29-00] 35.05] 27.82 
257 Listes men 71O 2| 29.07] 35.12] 27.89 
25-79] 31-32| 24.86 I] 29-13] 35-20) 27.95 
25-86] 31.40] 24.93 0} 29-20] 35.28] 28.00 
25-93) 31-48] 24-99 ||0.9589| 29-27] 35-35] 28.07 
26.00] 31.57] 25.06 8| 29-33] 35-43] 28.12 
AOL7|| Bu O3|| Bo) 7| 20-40] 35-51] 28.18 
ZOeI3 este 72) 02natS 6] 29-47] 35-58] 28.24 
26.20] 31-80] 25.23 5} 29-53} 35-66) 28.30 
26.27] 31.88] 25.30 4| 29.60] 35-74] 28.36 
26.33] 31-96] 25.36 3} 29-67] 35-81] 28.45 
26.40| 32.03] 25.43 2| 29-73] 35-89] 28.48 
26.47| 32-11| 25.49 I} 29.80] 35-97] 28.54 
26.53] 32-19] 25-55 ©} 29.87] 36.04] 28.61 


= = 0 San Lt nw on eee 
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SPECIFIC GRAVITY AND PERCENTAGE OF ALCOHOL—(Continued), 


——— 


Absolute Alcohol. Absolute Alcohol. Absolute Alcohol, 
Spec. : Spec. Spec. 
Sak Per Per Grams pa Per Per Grams oe Per Per | Grams 
E5:601C; vee Br per |/z5.6° C. ee bo per |//75.6° C, ee pe vot. per 
Weight| ume. | 7°° °° Weight] ume. | 7°° °° Weight] ume. | °° °° 
0-9579| 29-93] 36-12] 28.67 |lo.9529] 32.94] 39-54} 31-38 |lo.9479| 35-55 42-45] 33-70 
8] 30-00] 36.20] 28.73 8] 33-00 39-61] 31.43 8] 35-60 GA Bitl 7.973 
7| 30-06] 36.26) 28.78 7| 33-06) 39-68} 31.48 7| 35-95] 42-56] 33.79 
6) 30-11] 36.32] 28.82 6) 33-12] 39-74] 31-53 6) 35-70] 42-62] 33.83 
5] 30-17| 36-39] 28.88 5] 33-18] 39-81] 31.59 5] 35-75] 42-67] 33.88 
4} 30-22] 36.45| 28.92 4] 33-24) 39-87] 31.63 4) 35-80 42.73] 33-92 
3] 30-28) 36.51] 28.98 3] 33-29] 39-94] 31-69 3] 35-85) 42-78] 33-97 
2! 30-33] 36-57] 29-03 2) 33-35] 40.01] 31.74 2) 35-90] 42.84] 34.01 
I] 30.39] 36.64] 29.08 I} 33-41] 40.07} 31.80 I} 35-95] 42-89] 34.05 
0} 30.44] 36.70] 29.13 ©} 33-47] 40-14] 31.86 ©} 36.00] 42.95] 34.09 
0-9569| 30.50 36.76] 29.18 |]o.9519] 33.53] 40.20] 31-91 |lo.9469| 36.06] 43.01] 34.14 
8] 30-56] 36.83] 29.23 8} 33-59] 40.27] 31-96 8) 36-11] 43-07] 34-09 
7| 30-61) 36.89] 29.27 7| 33-95) 40-34] 32-01 7| 36-17| 43-13] 34-24 
6) 30-67] 36-95] 29.33 6] 33-71] 40.40 32-07 6) 36.22) 43-19 34-28 
5| 30-72] 37-02] 29.38 5] 33-76] 40.47| 32-12 5] 36-28] 43-26) 34.34 
4] 30-78] 37-08] 29.43 4] 33-82] 40.53] 32-17 4} 36-33] 43-32] 34-38 
3] 30-83] 37-14] 29-48 3) 33-88] 40.60] 32.22 3) 36-39] 43-38] 34-44 
2) 30-89] 37-20] 29-53 2) 33-94] 40.67] 32.27 2) 36.44] 43-44] 34-48 
I} 30-94] 37-27| 29-58 I) 34-00] 40.74] 32.32 I) 36-50] 43-50] 34-54 
0} 31-00} 37-34] 29.63 ©} 34-05) 40-79] 32-37 0} 36-56] 43-56] 34.58 


0.9559| 31-06] 37-41] 29.69 |lo.9509 34-10/.40.84] 32-41 |lo.9459] 36.61] 43.63 34-63 
8} 31-12| 37-48] 29.74 8) 34-14] 40.90] 32.45 8) 36.67] 43.69] 34-69 

7} 31-19] 37-55] 29-81 7| 34-19] 40-95] 32-49 7| 36-72) 43-75] 34-73 

6] 31-25] 37-62] 29-86 6} 34-24] 41-00] 32.54 6} 36.78) 43-81] 34-79 

5] 31-31| 37-69] 29-91 5| 34-29] 41-05] 32.59 5} 36-83] 43-87) 34.83 

4} 31-37] 37-76] 29-97 4] 34-33] 41-11] 32.63 4} 36-89) 43-93] 34-88 

3] 31-44] 37-83] 30-03 3) 34-38) 41-16] 32.67 3} 36-94] 44-00] 34.92 

“2! 31-50] 37-90] 30-09 2! 34-43] 41.21) 32.71 2) 37-00] 44.06] 34.96 

I 31-56] 37-97] 30-14 1] 34-48) 41.26) 32.75 1) 37-06) 44.12) 35.02 

oO} 31-62] 38.04] 30.20 ©} 34-52] 41-32] 32-79 O} 37-11] 44-18] 35.07 
©9349] 31-69] 38.11} 30.26 |lo.9499| 34-57] 41-37| 32-84 ||o.9449| 37-17] 44.24] 35-12 
31-75| 38-18] 30.31 34-62] 41.42] 32.88 37-22] 44-30] 35-16 


37-28] 44-36) 35-21 
37-33| 44-43] 35-26 
37-39] 44-49] 35-31 
37-44] 44-55] 35-35 
37-59] 44-61] 35.41 
37-59) 44.67] 35-46 
37-61| 44-73] 35-51 
37-67] 44-79] 35-56 


34-67] 41.48] 32.92 
34-71] 41-53] 32.96 
34-76) 41-58] 33-00 
34-81} 41-63) 33-04 
34-86) 41-69] 33.09 
34-99] 41-74] 33-13 
34-95] 41-79) 33-17 
35-00] 41-84] 33.21 


31-81] 38-25] 30.36 
31-87} 38-33| 30-42 
31-94 38-40] 30.48 
39-53 
32-06] 38.53] 30-59 
32-12] 38.60] 30.64 
32-19] 38.68] 30.71 
32-25) 38-75] 30-77 


OH HWAN AY OO 

w 

iS) 

. 

ie) 

{e) 

w 

ee) 

f 
OHNWAMN QA © 
OH NWAMN OA1 0 


o. 2.31| 38-82) 30.81 |lo.9489] 35.05] 41-90] 32.26 ||o.9439 37-73| 44-86] 35.60 
a 32.37 38.89 30-87 8] 35-10] 41-95] 33-30 37-78] 44-92] 35-65 

7| 32-44} 38-96] 30.93 35-15] 42-01] 33-34 37-83] 44-98] 35-70 

6} 32-50] 39-04] 30-99 35-20) 42-06] 33-39 37-89] 45-04] 35-75 

5] 32-56] 39-11] 31-05 35-25] 42-12] 33-43 37-49] 45-10] 35.80 
4 
3 
2 
I 
co) 


32-69] 39-25] 31-15 35-35] 42-23] 33-53 38.06] 45.22] 35-90 
32-75] 39-32] 31-20 35-40] 42-29] 33-57 
32-81] 39-40] 31.26 35-45| 42-34] 33-61 38-17] 45-34] 36.00 


32-87] 39-47] 31-32 ©} 35-50} 42.40} 33-65 38-22] 45.41] 36.04 


a 


38.11] 45-28) 35-95 


7 
6 
5 
32-62] 39-18] 31.10 4] 35-30] 42-17] 33.48 45.16] 35-85 
3 
2 
ag 


OH NWAMN ORAX 00 
Ww 
(ee) 
fe) 
fe) 
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FOOD INSPECTION AND ANALYSIS. 


SPECIFIC GRAVITY AND PERCENTAGE OF ALCOHOL—(Continued). 
pe a a a 


Absolute Alcohol. 


Grams 
per 
100 cc, 


Bonau 
38-35 


| 38-39 


38-44 
38.48 
38.52 
38.58 
38.62 
38.66 


38.70 


38-74 
38.78 
38.82 
38.87 


38.91 
| 38-95 


38-99 
39-04 
39-08 
39-13 


|} 39-17 


39-21 
39-25 
39-30 
39-34 
39-38 
39-42 
39-46 
39-50 
39-54 


39-58 
39-62 
39-66 
39-709 
39-74 
39-78 
39.82 
39-86 
39-90 
39-94 


39-98 
40.02 
40.06 
40.10 
40-14 
40.18 
40.22 
40.26 
40.30 
40-34 


Absolute Alcohol. Absolute Alcohol. 
epee Spee: 
ENG pea Per Per 
15.6°C coe Cent, eae 156°C any reseed 
. . be Pe ol- 
Wert aes tC ORE: Weight thie. 
0.9429] 38-28) 45-47] 36-08 ||0.9379/ 40-85| 48-26 
8| 38-33) 45-53] 36-13 8} 40.90) 48.32 
7| 38-39] 45-59] 36-18 7| 40-95] 48-37 
6| 38-44] 45-65] 36.23 6| 41-00] 48.43 
5| 38-50] 45-71] 36-28 5| 41-05] 48.48 
4} 38-56) 45-77| 36-33 4| 41-10] 48.54 
3, 38-61] 45-83] 36-38 3] 42-15] 48.59 
2) 38.67] 45-89] 36.43 2| 41-20] 48.64 
I, 38.72] 45-95] 36.48 I] 41.25] 48.70 
0] 38.78] 46.02] 36.53 0} 41-30] 48.75 
0.9419) 38.83) 46-08) 36.57 ||0.9369| 41-35] 48-80 
8] 38.89] 46-14) 36.62 8| 41.40] 48.86 
7| 38-94] 46.20) 36.67 7| 41-45] 48-91 
6| 39-00] 46.26) 36.72 6} 41-50) 48.97 
5] 39-05| 46.32| 36.76 5] 42-55] 49-02 
4) 39-10] 46.37| 36.80 4| 41.00) 49-07 
3] 39-15] 46-42) 36.85 3} 41-65] 49-13 
2) 39-20] 46.48) 36.89 2| 41.70] 49-18 
1] 39-25) 46-53] 36-94 1) 41-75] 49-23 
o| 39-30] 46-59! 36.98 0} 41-80] 49.29 
© 9409) 39-35] 49-64] 37-02 ||o.9359] 41-85] 49-34 
8] 39-40] 46.70] 37.07 8} 41-90} 49 4° 
7| 39-45] 40-75} 37-11 7| 42-95) 49-45 
6) 39-50] 46.80] 37-15 6} 42-00] 49 50 
5] 39-55| 46-86) 37.19 5] 42-05] 49-55 
4| 39-60} 46.91] 37-23 4| 42-10) 49.61 
3) 39-65} 46.97] 37-27 3| 42-14] 49-66 
2) 39-79] 47-92) 37-32 2) 42-19) 49-71 
1] 39-75] 47-08] 37-36 1| 42.24] 49.76 
0} 39-80] 47-13) 37-41 0] 42.209] 49-81 
0.9399) 39-85] 47-18] 37-45 ||0-9349| 42-33] 49-86 
8} 39-90] 47-24] 37-49 8) 42-38) 49-91 
7| 39-95] 47-29) 37-53 7| 42-43] 49-96 
6| 40.00] 47-35] 37-58 6) 42-48] 50.01 
5| 40.05] 47-40] 37-62 5] 42-52] 50-06 
4| 40-10) 47-45! 37-67 4} 42-57) 50-11 
3] 40-15] 47-51) 37-71 3| 42-62) 50.16 
2) 40.20) 47-56] 37-75 2| 42.67) 50.21 
I| 40.25] 47.62] 37-80 I] 42.71| 50.26 
©} 40.30] 47-67] 37.84 0} 42.76] 50.31 
_ 0.9389] 40.35] 47-72, 37-88 |.0-9339] 42-81] 50.37 
8] 40.40] 47-78] 37-92 8} 42-86] 50.42 
7| 40-45] 47-83) 37-96 7| 42-90] 50-47 
6| 40.50] 47-89] 38.00 6] 42-95] 50-52 
5| 40-55] 47-94] 38-05 5] 43-00] 50.57 
4| 40.60] 47-99] 38.09 4| 43-05] 50.62 
3] 40.65] 48.05] 38.13 3] 43-10] 50.67 
2| 40.70] 48.10] 38.18 24g 13 Sone 
I] 40.75] 48.16) 38.22 1] 43-19] 50.77 
©} 40.80] 48.21] 38.27 Oo} 43-24) 50.82 


Per 
Cent 
b 


Per 
Cent 
by Vol- 
ume. 


OH NWAM On © 


C0329) 


OrHNHWAMN AN OC 


0.9309 


OH HWAMN Ar CO 


EDS) 


OH DHWAM Qu © 


0.9289 


HNYWAN Qn CO 


fe) 


'y; 
Weight 


43-29 
43-33 
43-39 
43-43 
43-48 
43-52 
43-57 
43-62 
43-67 
43-71 


43-76 
43-81 
43-86 
43-90 
43-95 
44-00 
44-05 
44-09 
44-14 
44.18 


44-23 
44-27 
44-32 
44-36 
44-41 
44.46 
44-50 
44-55 
44-59 
44.64 


44.68 
44-73 
44-77 
44.82 
44.86 
44-91 
44.96 
45-00 
45-05 
45-09 


45-14 
45-18 
45-23 
45-27 
45-32 
45-30 
45-41 
45-46 
45-50 
45-55 


50.87 
50.92 
50.97 
51.02 
51-07 
Sier2 
51-17 
51.22 
51-27 
5-32 


51-38 
49 
51-48 
55-53 


51-58 
51-63 
51-68 
ieeGe 
51-77 
51-82 


51.87 
GrsOx 
51.96 
52-01 
52-06 
52-10 
52-15 
52.20 
52-25 
52-29 


52-34 
52-39 
52-44 
52-48 
52-53 
52.58 
52.63 
52-68 
Gee 2 
52-77 


52-82 
52.87 
G2e05 
52-96 
53-01 
53-06 
53-10 
53-55 
93-20 
53-24 


Grams 
per 
Ioo Cc 


40.38 
40.42 
40.46 
40.50 
40.54 
40.58 
40.62 
40.66 
40.70 
40-74 


40.78 
40.81 
40.85 
40.89 
49-93 
40.97 
41.01 
41.05 
41.09 
He ae 


41.17 
41.20 
41.24 
41.28 
41.31 
41-35 
41.49 
41-43 
41.47 
41.51 


Bos) 
41-59 
41.63 
41.67 
41-70 
41-74 
41-77 
41.81 
41.85 
41.89 


41-93 
41.97 
42.00 
42.04 
42.08 
42.12 
42.16 
42.19 
42.23 
42.27 


ALCOHOLIC BEVERAGES. 


695 


SPECIFIC GRAVITY AND PERCENTAGE OF ALCOHOL—(Continued), 


* Absolute Alcohol. 


pec Spec. 
1§:6°'C. je Pec T5.0° Ce 
Weight. ume, 
9-9279 | 45-59 53-29 || 0-9229 
8) 45-64 | 53-34 8 
7| 45-68 | 53-39 7 
61 45-73 53-43 6 
5 | 45-77 53-48 5 
4| 45-82 53-53 4 
3] 45-86 | 53-58 3 
2 45-91 53-62 2 
I | 45-96 | 53.67 I 
©} 46.00 53.72 ° 
9.9269 | 46.05 | 53-77 || 0.9219 
8 46.09 53-81 rs) 
7 | 46-14 53-86 7 
6 40.18 53-91 6 
5 | 46.23 53-55 5 
4| 40.27 54-00 4 
3| 46.32 54-05 3 
2 46.36 54-10 2 
I 46.41 54-14 i 
° 46.46 54-19 ° 
9.9259 | 46.50 54-24 |) 0.9209 
3 iF A6-55 54-29 8 
7| 46-59 | 54-33 if 
6 | 46.64 54-38 6 
5 | 46-68 | 54-43 5 
4| 46-73 54-47 4 
3| 46-77 | 54-52 3 
2) 460.82 ) 54.57 2 
I] 40.86 54-62 I 
Oo] 46.91 54-66 ° 
9-9249 | 46.96 54-71 || ©.9199 
8 | 47-00 54-76 || Proof 8 
7 | 47-05 54-80 m 
6] 47.09 54-85 6 
5 | 47-14 54-90 5 
4] 47-18 54-95 4 
3| 47-23 54-99 3 
2} 47.27 | 55.04 2 
I} 47-32 55-09 I 
On 47-30 =| 55-17 ° 
9.9239 | 47-41 55-18 || 0.9189 
8 | 47-46 55-23 
Pl) Alsboe | 58.2% 7 
Oa Ages 55-32 6 
5 | 47-59 55-37 5 
4] 47-64 55-41 4 
3) 47208 55-46 3 
2 | 47-73 55-52 2 
I} 47-77 55-55 I 
; ° 47.82 55-60 ° 


Absolute Alcohol. 


Per Per 

Cent Cent 
by by Vol- 

Weight ume 


Spec. 
Grav. 
at 
M5sOunes 


ie) 
Ke) 
H 
~I 
Ke) 


[o) 
Ne) 
H 
len 
OH NWAMN OI C100 OH NWAM OA CO 


ce) 


Ne) 
Hw 
OV 
OH HNWAM Q~ CUO 


fe} 
Ke) 
H 
sb 
Ke) 


OH NWAMN Qn CO 


0.913 


\O 


OH NWAN Q~ © 


Absolute Alcohol. 


| §0-13 
50-17 


Weight. 
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SPECIFIC GRAVITY AND PERCENTAGE OF ALCOHOL—(Continued). 


Absolute Alcohol. Absolute Alcohol. Absolute Alcohol. 
Spec. Spec Spec 
ek hgae a eke ee Per pe fs hfe 
° ° ° 12 
15.0°C.) hy by Vol- || 5:6° C- tis iy Vor: 25185% by. | by Vol- 
Weight. ume. Weight. ume. Weight. ume, 
0.029 | 52.27 60.12 54-52 62.36 56-82 64..63 
G) || Raa 60.16 OuES4 =i) 62.41 8 | 56.86 64.67 
7 | 52-36 60.21 7.| 54-62 62.45 7 | 56-91 64.71 
Om 5224 60.25 6| 54-67 62.50 6} 56.95 64.76 
5 | 52-45 | 60.30 5] 54-71 | 62.55 5 | 57-00 | 64.80 
4} 52-50 | 60.34 4| 54.76 62.60 4] 57-04 64.85 
3 | 52-55 60.39 3| 54-81 62.65 3 | 57-08 64-89 
Zalee5 2550 60.44 2 54-86 62.69 2 Byers 64-93 
Tee 5204: 60.47 ik |{ Beye) 62.74 I yfeasy] 64-97 
@'| Gad 60.52 oO} 54-95 62.79 ONS 7.20 65-01 
0.9119 | 52.73 60.56 || 0.9069 | 55-00 62-84 || 0.9019 | 57-25 65-05 
S|) BRb 60.61 8} 55-05 62.88 8 57-29 65-09 
7| 52-82 60.65 7{ 55-09 62.93 71° 57-33 65-13 
6| 52.86 60.70 Gl) By auM! 62.97 Gi 57238 | 65en7 
| Gee 60.74 Ul) gests} 63-02 5 57-42 65.21 
4| 52-95 60.79 4| 55-23 63-06 41 57-46 65-25 
3 | 53-00 | 60.85 3) 55-27 |) 03-11 3| 57-50 | 65-20 
2| 53-04 | 60.89 21 55-32 63-15 2] 57-54 65-33 
I | 53-09 60.93 1} 55-36 | 63.20 rt] 57-58 65-37 
OueSoeL3 60.97 Ones se 4a 63-24 OMS 77203 65.41 
0.9109 | 53-17 61.02 ©.9059 } 55-45 63.28 ©.9009 57-67 65-45 
8} 53-22 | 61.06 8] 55-50 | 63-33 8 )° 57-71 65-49 
7 | 53-26 61.10 || S895 63-37 i || sHfors 65-53 
© 5255-30 |h OF sas 6] 55-59 63-42 6 | 57-79 65-57 
5 | 53-35 61.19 5] 55-64 63-46 5 | 57-83 65.61 
4| 53-39 61.23 4| 55-68 63-51 4] 57-88 65-65 
3 | 53-43 61.28 3 |~55-73 63-55 3] 57-92 65 -69 
2| 53-48 | 61.32 el) Saye 63-60 2] 57-96 65-73 
Tele 53252 61.36 I 55-82 63.64 I 58.00 65-77 
© | 53-57 61.40 @ | BRacH 63.69 o | 58-05 65.81 
+9099 | 53-61 | 61.45 9.|) 55-98 63-73 9 | 58.09 | 65.85 
8 | 53-65 61.49 8 |. 55-95 63.78 8| 58.14 65-90 
Talo 7 61.53 7 |! 56.00 63-82 EN Sant 65-94 
Oe 53.74 61.58 6| 56.05 63.87 6) 38.23 65-99 
5 | 53-78 61.62 Sle 5 0209 63-91 Sal 58277 66.03 
4| 53-83 61.66 Ay BOcait, 63-96 FU || — ixeh.3 66.07 
3 | 53-87 61.71 3 | 56.18 64.00 3\ 58.36 66.12 
2) 53-91 61.75 2| 56.23 64.05 2| 58-41 66.16 
I | 53-96 61.79 t| 56.27 64.09 1 | 58245 66.21 
© | 54-00 61.84 o| 56.32 64.14 o| 58.50 66.25 
0.9089 | 54-05 61.88 || 0.9039 | 56.36 64.18 || 0.8989 | 58.55 66.29 
8 cs to 61.93 Suieiconat 64.22 8} 58-59 66.34 
7 54-14 61.98 7 56.45 64.27 7 58.64 66.38 
6 | 54-19 62.03 6 | 56.30 64.31 6 | 58.68 66.43 
5 | 54-24 | 62.07 5 |) $0.55 W430 5) 58-73. 00.4% 
4] 54-29 62.12 4 | 56.59 64.40 4 | Ete) 66.51 
3] 54-33 62.17 3 | 56164 64.45 3 | 58.82 66.56 . 
2 54-38 62.22 2 56.68 64-49 2 58-86 66.60 
IT | 54-43 62.26 zi) Goeas 64-54 1 | 58-91 66.65 
oO} 54.48 62.31 O50. 77 64.58 o| 58.95 66.05 
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SPECIFIC GRAVITY AND PERCENTAGE OF ALCOHOL—(Continued). 


Spec. 
Grav. 


at 
TS.07 (0. 


0.8979 


ie) 
ee} 
Ne) 
na 
Ve) On NWHEUN DA CO 


OH NW AM An 0O 


0.8949 


OH NWAMN Ax OC 


9.893 


Ke) 


OH HNWABRUN A~ 00 


Absolute Alcohol. 


Per 
Cent 


by 
Weight. 


59-00 
59-04 
59-09 
59-13 
59-17 
59-22 
59-26 
59-30 
59-35 
"59-39 


59-43 
59-48 
59-52 
59-57 
59-61 
59-65 
59-70 
59-74 
59-78 
59-83 


59-87 
59-91 
59-96 
60.00 
60.04 
60.08 
60.13 
60.17 
60.21 
60.26 


60.29 
60.33 
60.38 
60.42 
60.46 
60.50 
60.54 
60.58 
60.63 
60.67 


60.71 
60.76 
60.79 
60.83 
60.88 
60.92 
60.96 
61.00 
61.04 
61.08 


Per 
Cent 


OH NWAN AN CO 


0.891 


On NWANM AN COD] 


ie) 


oo 
Ke) 

fe] 
Ke) 


OF NWAMN An CO 


' 9.889 


Ke) 


OH NWN AN OC 


0.888 


\O 


OH NHWAMN AN C 


Absolute Alcohol. 


Per 
Cent 


by. 
Weight. 


61.13 
61.17 
Or=21 
Ore25 
61.29 
61.33 
61.38 
61.42 
61.46 
61.50 


61.54 
61.58 
61.63 
61.67 
Or aga 
61.75 


61.79 
61.83 


61.88 
61.92 


61.96 
62.00 
62.05 
62.09 
62-14 
62.18 
62.23 
62.27 
62.32 
62.36 


62.41 
62.45 
62.50 
62.55 


62.59 
62.64 


62.68 


62.73 


62.77 
62.82 


62.86 
62.91 
62.95 
63.00 
63-04. 
63-09 
63.13 
63-17 
63-22 
63.26 


Per 
Cent 
by Vol- 
ume. 


68.76 
68.80 
68.83 
68.87 
68.91 
68.95 
68.99 
69-03 
69-07 
69.11 


69-15 
69-19 
69.22 
69 -26 
69.30 
69 - 34 
69-38 
69.42 
69.46 
69-50 


69-54 
69-58 
69-62 
69 -66 
69-71 
69-75 
69.79 
69.84 
69-88 
69.92 


69-96 
70.01 
79-95 
72-09 
70.14 
70.18 
70.22 
7°-27 
70.31 
79-35 


70.40 
70-44 
70.48 
Fosse 
70-57 
70.61 
70-65 
70-69 
70-73 
70-77 


OH NWN AN CO 


°O 
oo 
oo 
OV 
\O 


OH NWAMN DAN OO 


0.885 


OH NWA AN WO 


0.884) 


OH NW ARUN AN COO 


° 

oo 

oo 
w 
xe) 


OH NWAM ANT CO 


Absolute Alcohol. 


Per 
Cent 


DY 
Weight. 


63-30 
63-35 


Per 
Cent 
by Vol- 
ume. 


70.81 


70.85 
70-89 
72-93 
79-97 
71-01 
71-05 
71-09 
71-13 
71-17 


71-22 
71.26 
71-30 
71-34 
71-38 
TD sA2 
71.46 
71-50 
71-54 
71.58 


71-62 
71-66 
TIO 
71-74 
71-78 
71.82 
41.86 
71-90 
71-94 
71-98 


72.02 
72.06 
72.10 
72.14 
Pea: 
jane? 
472.26 
72.30 
72-34 
92.38 


72.42 
72.40 
42.50 
72-54 
72.58 
72.61 
72.05 
72.69 
72-73 
72-7) 
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SPECIFIC GRAVITY AND PERCENTAGE OF ALCOHOL—(Continued). 


OHNWAN AN CO 


0.881 


OH NWN AN COD 


fe} 
co 
ee) 
[e) 
Ke) 


OHNWAMN AN CO 


o 

0° 
~ 
\O 
‘oO 


OH NHNWAM AN CO 


° 

ie) 
“I 

ice) 
Ke) 


OH NHNWAMN AN CO 


Absolute Alcohol. Absolute Alcohol. Absolute Alcohol. 
a Che bape tapes 
Per Per ages Per ver a coe aes 
eee ae va ih eevee Gy py Vol || 75-6°C by by Vol- 
Weight. ume. Weight. ume. Weight. ume. 
65.46 72.80 || 0.8779 | 67-58 74-74 || 0-8729 | 69.67 76.61 
65.50 72.84 8 | 67.63 74-78 8 | 69.71 76.65 
65-54 72-88 71 97-67 74-82 %) 09295 76.68 
65.58 72.92 6 | 67.71 74-86 6 | 69.79 76.72 
65-63 | 72-96 5 | 67-75 | 74-89 5 | 69-83 | 76.76 
65 -67 72-99 4| 67-79 74-93 4| 69.88 76.80 
65-71 73-03 3| 67-83 74-97 3 | 69-92 76.83 
65.75 73.07 2| 67.88 75-01 2 | 69.96 76.87 
65-79 VBSLY I 67.92 75-04 I 70.00 76.91 
65-83 | 73-15 © | 67-96 | 75-08 Oo} 70-04 | 76.94 
65.88 973-19 0.8769 | 68.00 [ci 0.8719 70.08 76.98 
65-92 72822 8 | 68.04 75-16 8 |) Jost 77-01 
65-96 | 73-26 7| 68.08 | 75-19 7 | 70-16 77-05 
66.00 73-30 6| 68.13 Tees On| 70220 77.08 
66.04 73-34 5 | 68.17 75-27 5 | 70.24 77-12 
66.09 73-38 4 0852 75-30 A Gears) pean 
66.13 73-42 3| 68.25 75-34 3 | 70-32 77-19 
66.17 73-46 2| 68.29 VER 2+ 70.36 fee: 
66.22 73-50 I 68-33 95-42 i 70.40 77-25 
66.26 73-54 o | 68.38 75-45 o | 70.44 77-29 
66.30 GT 0.8759 | 68.42 75-49 0.8709 | 70.48 Wee: 
66. 35 73-61 8 | 68.46 | 75-53 8 | 70-52 77-30 
66-39 | 73-65 7 | 68-50 | 75-57 7{ 70-56 77-39 
66.43 | 73-69 6 | 68.54 | 75.60 6) 70.60 77-43 
66.48 | 73-73 5 | 68-58 | 75-64 5 | 70-64 77-40 
66.52 73-77 4 | 68.63 75-68 4 | 70.68 77-50 
66.57 73-81 3 | 68.67 75-72 3 | 79-72 77-53 
66.61 | 73-85 2) 68-71 | 75-75 2 | 70-76 77-57 
66.65 | 73-89 r | 68.75 75-79 I | 70-80 77-60 
66-70 | 73-93 o} 68.79 | 75-83 0} 70-84 77-64 
66-74 | 73-97 || 0-8749 | 68-83 | 75-87 | 0-8699 | 70-88 77-97 
66.78 74-01 8 | 68.88 75-90 Sal 7O2o2 page 
66.83 | 74.05 7| 68.92 | 75-94 7 | 70-96 77-74 
66.87 74-09 6 | 68.96 75-98 6. 7r 200 Thebes 
66.91 74-13 5 | 6gs00 76.01 5 71-04 77-82 
66.96 74-17 4 | 69.04 76.05 4 |) 71208 97 85 
67.00 74.22 3.| 69.08 76.09 i WAwsee 77-89 
67-04 | 74.25 2| 69.13 76-13 2 | 71-17 77-93 
67.08 74-20 T |) 09257 76.16 ua] Grek 77-96 
67.13 94-33 Oo] Oon27 76.20 On a rs25 78.00 
67-17 | 74-37 || 0-8739 | 69.25 | 76.24 || 0-8689 | 71.29 78.04 
67.21 74-40 8 | 69.29 76.27 8 | 71-33 78-07 | 
67-25 | 74-44 7| 99-33 | 76.31 7| 71-38 78-11 
67-29 | 74.48 6 | 69.38 | 76.35 6 | 71-42 78.14 
67-33 | 74-52 5 | 69-42 | 76.39 5 | 72-46 78.18 
67-38 | 74-55 4| 69.46 | 76.42 4 | 71-50 78.22 
67-42 | 74-59 3 | 69-50 | 76.46 3 | 71-54 78-25 
67-46 | 74.63 2| 69-54 | 76.50 2| 71.58 78.29 
67-50 | 74.67 Bis 09258" 76.5% q lpeg ues 78.33 
67-54 | 74-70 O | 69.63 | 76.57 o| 71-67 78.36 


ALCOHOLIC BEVERAGES. 


699 


SPECIFIC GRAVITY AND PERCENTAGE OF ALCOHOL—(Continued). 


Absolute Alcohol. 


Absolute Alcohol. 


Absolute Alcohol. 


Spec Spec. Spec. |- 
ee. Per Per CaM Per - Per Grey. Per Per 
rer be ES | py Vor || EOS | Get Py Cent |) 15.08 See 
Weight. ume. Weight. ume Weight. ume. 

0.8679 fiay ps 78-40 0.8629 73-83 80.26 0.8579 76.08 82.23 
Sill Gees 78.44 8 | 73-88 80.30 gS) || GO Etta 82.26 

Te aree 19 78-47 7| 73-92 | 80.33 7 | 76.17 | 82.30 

OF fae 7 E08 78-51 Oni 73200 80.37 Onl -7O22x 82.33 

5 71-88 78-55 5 74-00 80.40 5 76.25 82.37 

4 71.92 78.58 4 | 74-05 80.44 Aa O=20 82.40 

Fit at. 00 78.62 3| 74-09 80.48 3 | 76-33 82.44 

2 72-00 78.66 2 74-14 80.52 2 76.38 82.47 

I 72.04 78.70 I 74-18 80.56 if 76.42 82.51 

o| 72-09 78.73 On| 74523 80.60 o}| 76.46 82.54 
0.8669 Wi2et3 78.77 0.8619 Ae 80.64 0.8569 76.50 82.58 
8 Ter 78.81 8 74.32 80.68 8} 76.54 82.61 

7 BBA 78.85 7 74-36 80.72 7 | 76.58 82.65 

Oe 72226 78.89 6} 44-41 80.76 6| 76.63 82.69 

5 | 72-30 78-93 5 | 74-45 80.80 5 | 76.67 82.72 

4| 72-35 78-96 4| 74-50 | 80.84 4 | 76.71 82.76 

3 | 72-39 79-00 3] 74-55 80.88 3| 79-75 | 82.79 

2| 72-43 79-04 2) 74-59 | 80.92 2) 76.79 | 82.83 

I 72.48 79-08 I 74-64 80.96 I 76.83 82.86 

Onley 2o52 79-12 Oo} 74.68 81-00 Oo} 76.88 82.90 
0.865 20 79-16 0.8609 74.73 81.04 0.8559 76.92 82.93 
8 nee 79-19 8 74.77 81.08 8 | 76.96 82.97 

4 72.05 79-23 q 74.82 81.12 7 77-00 83-00 

Cun 72270 79-27 6| 74.86 81.16 6 | 77204 83-04 

5 | 72-74 79-32 5 | 74-91 81.20 5 | 77-08 | 83.07 

4| 72-78 79-35 4| 74-95 81.24 4| 77-13 83-11 

3 | 72-83 79-39 3; 75-00 | 81.28 Sale yee 83-14 

2 72.87 79-42 2 75-05 81.32 2 HG aon 83-18 

1 | 72-91 79-46 I} 75-09 | 81.36 tr | 77-25 | 83-21 

o | 72-96 79-50 Oo} 75-14 81.40 Oo} 77-29 83-25 
0.8649 | 73-00 79-54 || 0-8599 | 75-18 81.44 || 0-8549 | 77-33 83.28 
8 | 73-04 | 79-57 8 | 75-23 | 81-48 8 | 77-38 | 83-32 

7 | 73-08 79-61 7| 75-27 81.52 7 | 77-42 83.36 

6 | 73-13 | 79-65 6 | 75-33 | 81-56 6! 77-46 | 83.39 

Cn RIS 79-68 5 | 75-36 | 81.60 5 | 77-59 | 83-43 

An|) 73-23 79-72 4| 75-41 81.64 4| 77-54 83-46 

3| 73-25 79-75 3] 75-45 81.68 3| 77-58 | 83-50 

2}. 73-29 79-79 2} 75-50 81.72 2| 77-63 83-53 

I | 73-33 79-83 I] 75-55 81.76 Ee) P7207 tS3257 

o} 73-38 79-86 ©} 75-59 | 81.80 ©} 77-71 83-60 
0.86 -42 79-90 || 0.8589 | 75-64 | 81.84 || 0.8539 | 77-75 83-64 
°3 ee 79-94 8 | 75-68 81.88 8} 77-79 | 83-67 

7| 73-5° 79-97 7| 75-73 | 8t-92 To ey ese oe 7 

6 | 73-54 | 80.01 6] 75-77 | 81-96 6| 77-838 | 83-74 

Sal  FeeS8 80.04 Bll FBiRee 82.00 eee E02 83.78 

Fi \ GBA 80.08 4 | 75-86 82.04 A | 77200 83.81 

Bl bey 80.12 Hr |) a/Getepe 82.08 B || Yee 83-85 

2 V2 S95 80.15 2 95-95 82.12 2 98.04 83.88 

I Teleyis 80.19 I 76.00 82.16 i a) Yfeie(els) 83-91 

° Wl Bel7fO 80.22 ° 76.04 82.19 ° 98.12 83-94 
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SPECIFIC GRAVITY AND PERCENTAGE OF ALCOHOL—(Continued). 


Absolute Alcohol. 


Spec 

Grav Per Per 
at Cc Cent Cent 

15.6 by by Vol- 
Weight. ume. 

0.8529 78.16 83.98 
iy |) YfsaPXe) 84-01 

7 | 78-24 | 84.04 

6] 78.28 84.08 

5 78.32 84.11 

4| 78.36 84.14 

3 | 78.40 84.18 

2 78.44 84.21 

i 78.48 84.24 

Oulme oes 2 84.27 
0.8519 | 78.56 84.31 
8 | 78.60 84-34 

7| 78-64 84-37 

6 78.68 84-41 

5 | 78-72 84-44 

4| 78.76 84.47 

2) |) 78280 84.51 

2| 78-84 84-54 

I 78.88 84-57 

o| 78.92 84.60 
0.8509 | 78.96 84.64 
8 | 79-00 84.67 

7 | 79-04 84.70 

6 | 79-08 84.74 

5 | 79-12 84.77 

4 79-16 84-80 

3 | 79-20 | 84.83 

2) 79-24 84.87 

I 79-28 84.90 

o| 79-32 84.93 
©8499 | 79-36 | 84.97 
8 | 79-40 85.00 

7\ 79-44 | 85.03 

6] 79-48 85.06 

5 | 79-52 | 85.10 

4| 79-56 | 85.13 

3 | 79-60 85-16 

2] 79-64 | 85.19 

I 79-68 85.23 

OQ | Gaye 85.26 
0.8489 | 79-76 85-29 
8 | 79-80 | 85.33 

7| 79-84 | 85-36 

6 | 79-88 | 85.39 

5 | 79-92 85.42 

4] 79-96 | 85.46 
2580200 85-49 

2 | 80.04 Scag 

tI | 80.08 85.56 

Oy | ACOsts 85.59 


(e) 
CO 
aS 
a 
\O OH NWAMN AN C 


OH NWAMN ON CO 


0.845 


fe) fe) 
12,2) ioe) 
- + 
Ww > 
Ne) OH NWAN ANY COO OH NWAN ANT CO 


OH NHNWARN AN OC 


Absolute Alcohol. 


Per 
Cent 


by 
Weight. 


80.17 
80.21 
80.25 
80.29 
80.33 
80.38 
80.42 
80.46 
80.50 
80.54 


80.58 
80.63 
80.67 
80.71 
80.75 
80.79 
80.83 
80.88 
80.92 
80.96 


81.00 
81.04 
81.08 
81.12 
81.16 
81.20 
81.24 
81.28 
81.32 
81.36 


81.40 
81.44 
81.48 
81-52 
81-56 
81.60 
81.64 
81.68 
81.72 
81.76 


81.80 
81.84 
81.88 
81-92 
81.96 
82.00 
82.04 
82.08 
Sante 
82.15 
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OH HWAM AN COW OH NWAM AN CO 
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Absolute Alcohol. 


Per 
Cent 


by 
Weight. 


82.19 
82.23 
82.27 
82.31 
82.35 
82.38 
82.42 
82.46 
82.50 
82.54 


82.58 
82.62 
82.65 
82.69 
82.73 


82.77 
82.81 


82.85 
82.88 
82.92 


82-06 
83-00 
83-04 
83.08 
83.12 
83-15 
83-19 
83-23 
Saee7 
83-31 


83-35 
83-38 
83-42 
83-46 
83-50 
83-54 


Per 
Cent 
by Vol- 


ume. 


87.27 
87.30 
87.34 
87-37 
87.40 
87.43 
87.46 
87.49 
87.52 
87-55 


87.58 
87-61 
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SPECIFIC GRAVITY AND PERCENTAGE OF ALCOHOL—(Continued). 


Absolute Alcohol. Absolute Alcohol. Absolute Alcohol. 
Spec. |-————____ Spec —-- Spec ' 
Seay. Per Per iene Per Per Gray. Per | Per 

1567. ree a Cant Tsao. ae A ede 116°C. eo bev 
Weight. ume. Weight. ume. Weight. ume. 

0.8379 | 84.12 88.79 0.8329 | 86.08 90.32 0.8279 | 88.00 | g1.78 
8 | 84.16 88.83 8 | 86.12 90-35 8 | 88.04 | o1.8r 

Fal o4-20 88.86 GP || talents 90-38 7 | 88.08 91-84 

6| 84.24 88.89 6| 86.19 go.40 Onl Soa re 91.87 

5 | 84.28 88.92 SulcOs23 90-43 Hl Sse 9) “Oneoe 

4 | 84.32 88.95 4 | 86.27 go.46 Z|] SiR) || OE LO} 

3 | 84.36 88.98 Bi Osere 90.49 Bi oos24: 91.96 

2 84.40 89-01 2 86.35 go.52 BH) taksevhsy || Co pio}o) 

ii 84-44 89.05 t | $86.38 90-55 Eee 88282 Q2-02 

o| 84.48 89.08 o | 86.42 90.58 o| 88.36 92-05 
0.8369 | 84.52 89-11 0.8319 | 86.46 go. 61 0.8269 | 88.40 92.08 
Se S4250 89-14 8 | 86.50 90.64 8] 88.44 92-12 

7 | 84.60 89-17 a \| Ose 90.67 7 | 88.48 92-15 

6} 84.64 89-20 6 | 86.58 go.70 6 |) 83252 92-18 

5 | 84.68 89-24 5 | 86.62 90-73 | Oo55 ON O22 2% 

4 | 84.72 89-27 4 | 86.65 go.76 4| 88.60 | 092.24 

3 | 84.76 | 89-30 3 | 86.69 90-79 3) 88.64 | 92.27 

2| 84.80 89-33 A || COs 90-82 21 |e Sos 0SmaleO2=20) 

i 84.84 89-36 I 86.77 go.85 TOON 2m Ooze 33 

o | 84.88 89-39 o} 86.81 90.88 o| 88.76 92-36 
0.8359 | 84.92 89-42 0.8309 | 86.85 go-go 0.8259 | 88.80 92-39 
8 | 84.96 89-46 8 | 86.88 90-93 8 | 88.84 92.42 

7 | 85.00 89-49 7 | 86.92 go.96 7 | 88.88 92-45 

6] 85.04 89.52 6 | 86.96 90.99 6| 88.92 92-48 

i | tolsetels} 89-55 S17) 87200 QI-02 5 | 88.96 92-51 

4| 85.12 89.58 4| 87.04 | 91-05 4| 89.00 | 92-54 

Sa o5. 15 89.61 3} 87.08 91.08 3 | 89.04 02-57 

2S 85 50 89-64 A || hyo OLE 2] 89.08 92.60 

I 85523 89.67 i 87.15 QI-14 me || Seto) 92.63 
OnleeO5a27 89.70 ) |) welafaitfo) Olt] o | 89:16 92.66 
0.8349 85-31 89.72 0.8299 | 87.23 gI-20 0.8249 89-19 92-68 
8 | 85-35 89-75 8 | 87.27 | 91-23 8 | 89.23 | 92-71 

7| 85-38 | 89.78 7| 87-31 QI-25 7\ 89-27 | 92.74 

6] 85.42 89.81 On S7.35 91.28 Oni conan O2E7 7, 

5 | 85-46 | 89.84 5 | 87-38 | 92-31 5 | 89-35 | 92-80 

4} 85-50 | 89-87 4} 87.42 QI - 34 4| 89-38 | 92-83 

3| 85-54 | 89-90 3| 87-46 | 91-37 3| 89-42 | 92.86 

2 |) 85-55 89-93 Zale S7250) gI-40 2| 89.46 92-89 
Teese O2 89.96 Tee 54 91-43 Te SOR SO 92-91 

o} 85.65 | 89.99 o| 87-58 | 91.46 o| 89-54 | 92-94 
0.8339 | 85-69 go.02 0.8289 | 87.62 91-49 0.8239 | 89.58 92-97 
Srleros5= 73 90.05 8 | 87.65 OI-52 8 | 89.62 93-00 

7| 85-77 go.08 7| 87-69 | 92-55 - 7 | 89.65 | 93-03 

6} 85.81 go.11 6| 87.73 91-57 6 | 89.69 93-06 

5 | 85-85 go.14 5 | 87-77 | 91-60 5 | 89-73 | 93-09 

4| 85.88 90.17 4| 87-81 91.63 4] 89-77 93-11 

3 85-92 go.20 B 87.85 91.66 3 89.81 93-14 

2) 85200 go.23 | tSpfzzehs! 91-69 2| 89.85 93-17 

I 86.00 go.26 I 87.92 Oley it 89.88 93-20 

0} 86.04 go.29 o| 87.96 QI-75 o| 89.92 93-23 
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“SPECIFIC GRAVITY AND PERCENTAGE OF ALCOHOL—(Continued). 
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Absolute Alcohol. 


Per 
Cent 
by. 


Weight. 


89.96 
go-00 
90-0F 
90-07, 
9o.I1 
go-14 
go.18 
90.21 
GOo25 
3.279) 


Per 
Cent 
by Vol- 


ume. 


93-26 
93-29 
93-31 
93-34 
93-36 
93-39 
93-41 
93-44 
93-47 
93-49 


93-52 
93-74 
93-57 
93-59 
93-62 
93-04 
93-67 
93-70 
93-72 
93-75 


93-77 
93-80 
93-82 
93-85 
93-87 
93-90 


93-93 . 


93-95 
93-98 
94-00 


94-03 
94-05 
94-08 
94-10 
94-13 
94-15 
94-18 
94-21 
94-23 
94.26 


94-28 
94.31 
94-33 
94-36 
94-38 
94-41 
94-43 
94-46 
94-48 
94-51 


Absolute Alcohol. Absolute Alcohol. 
Spec Spec 
Gry, Per Per ba 3 Per Per 
ag0IC | ey | by Vor oe a ee 
| Weight. tame: Weight. ume. 
0.8179 | 91-75 94-53 || 0-8129 | 93-59 95-84 
8 | 91-79 94.56 8 | 93-63 95 -87 
7 | 91-82 94-59 7 | 93-67 95-90 
6 | 91-86 | 94.61 6 | 93-70 | 95-92 
5 | 91-89 | 94-64 Sosa 72 = 1 MO 205 
4} 91-93 | 94.66 4.| 93-78 | 95-97 
3| 91-96 | 94.69 3 | “93-81 90.00 
2 | 92.00 94-71 2 | 93-85 96.03 
T | 92-04 94-74 T | 93-89 96.05 
© || CAC} 94-76 ©} 93-92 96.08 
0.8169 | 92-11 94-79 0.8119 | 93-96 96.11 
3 || Oa. 0 94-82 8 | 94-00 96.13 
7| 92-18 | 94.84 7 | 94-03 | 96-16 
On o2z=22 94-87 6) ost 07 .96.18 
5 | 92-26 | 94.90 5 | 94-10 96.20 
4] 92.30 94-92 4| 94-14 96.22 
3 | 92-33 94-95 3) 94:17 96.25 
2| 92.37 94.98 2 | 94.21 96.27 
I 92-41 95-00 I 94-24 96-29 
On} 02244 95-03 Oo} 94-28 96.32 
0.8159 | 92-48 95-06 || 0.8109 | 94.31 96.34 
8 | 92-52 | 95-08 8 | 94-34 | 96.36 
7| 92-55 | 95-31 7] 94-38 | 96-39 
6] 92-59 | 95-13 6 | 94-41 96-41 
5 | 92-63 | 95.16 5 | 94-45 ‘| 96.43 
4 | 92.67 | 95-19 4 | 94-48 | 96.46 
3| 92-70 | 95-21 3 | 94-52 | 96.48 
2] 92.74 | 95-24 2 | 94-55 96.50 
tr} 92.78 | 95-27 174-59 “1h 00453 
oO | 92.81 95-29 Oo | 94.62 96-55 
0.8149 | 92-85 95-32 0.8099 | 94.65 96-57 
8 | 92.89 95-35 8 | 94-69 96.60 
7 | 92-92 95-37 Z| 94-73 96-62 
6] 92-96 95-40 6] 94.76 96.64 
5 | 93-00 | 95-42 5 | 94-80 | 96.67 
4 | 93-04 | 95.45 4 | 94-83 96.69 
3 | 93-07 95-48 3| 94-86 96-71 
2 | 93-11 95-590 2 | 94-90 96-74 
Us (03.25, 95-53 IT] 94-93 96.76 
©} 93-18 | 95-55 ©} 94-97 | 96.78 
0.8139 | 93-22 95-58 0.8089 95-00 96.80 
8 | 93.26 95-61 8 | 95-04 96.83 
7 || 93-39 95-63 Te, O52 07 96.85 
6 | 93-33 | 95-66 © | 95-12 | 96.88 
5 | 93-37 95-69 5 | 95-14. | 96.00 
4 | 93-45 | 95-72 4 | 95-18 | 96.93 
3 | 93-44 95-74 3] 95-21 96-95 
2} 93-48 | 95.76 2} 95-25 | 96.98 
I] 93-52 95-79 IT] 95-29 | 97-00 
©} 93-55 95-82 ©} 95-32 97-02 
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SPECIFIC GRAVITY AND PERCENTAGE OF ALCOHOL—(Continued). 


Absolute Alcohol. Absolute Alcohol. Absolute Alcohol. 
Opec. || sane nice: Spec. Spec. 
oo Per Per ay . Per Per pay: Per Per 
15.6°C. = Bye ce lity Vek Naseer ae | CPE. 
Weight. | ume. Weight. ume. Weight. ume. 
0.8079 | 95-36 | 97-05 || 0.8029 | 97-07 | 98-18 || 0.7979 | 98.69 | 99-18 
2 | 95-39 | 97-07 8 | 97-10 | 98.20 8 | 98:72 || 99220 
7| 95-43 | 97-10 - 7 | 97-13 | 98-22 7 | 98-75 | 99-22 
© | 95-46. || 07-12 6 | 97-16 | 98.24 6 | 98.78 | 99.24 
Bi 05-50 Bin 07-15 5 | 97-20 | 98.27 5 | 98.81 99-26 
4] 95-54 97-17 4 | 97-23 98. 29 4 | 98.84 99-27 
3.1 95-57 97-20 3 | 97-26 98.31 3 | 98.87 99-29 
2| 95-61 97-22 2] 97-30 | 98.33 2 | 98.91 99-31 
t| 95-64 | 97-24 I | 97-33 98.35 I] 98-94 | 99.33 
©; 95-68 | 97-27 ©| 97-37 | 98-37 © | 98-97 99-35 
0.8069 | 95-71 | 97-29 || 0-8019 | 97-40 98-39 || 0-7969 | 99-00 99-37 
8 | 95-75 | 97-32 Or 07/43 98.42 8 | 99-03 99-39 
7| 95-79 97-34 7 | 97-46 98.44 7 | 99-06 99-45 
6 | 95-82 97-37 6 | 97-50 | 98.46 6 | 99-10 99-43 
5 | 95-86 97-39 5 | 97-53 98.48 5 | 99-13 99-45 
4| 95-89 97-41 4| 97-57 98.50 4 | 99-16 99-47 
3] 95-93 97-44 3| 97-60 98.52 3| 99-19 99-49 
2| 95-96 97-46 2| 97-63 98-54 2] 99-23 99-51 
I | 96.00 97-49 I] 97.66 98.56 tT] 99-26 | 99.53 
© | 96.03 97-51 © | 97-70 98-59 © | 99-29 99-55 
0.8059 | 96.07 97-53 || 0-8009 | 97-73 | 98-61 || 0-7959 | 99-32 99-57 
8 | 96.10 | 97-55 8 | 97-76 | 98.63 8 | 99-36 | 99-59 
7 | 96-13 97-57 7 | 97-80 98.65 7| 99-39 99-61 
6 | 96.16 97 -60 6 | 97-83 98.67 6 | 99-42 99-63 
5 | 96.20 | 97-62 5 | 97-87 | 98.69 5 | 99-45 99-65 
4| 96.23 | 97-64 4| 97-90 | 98.71 4| 99-48 | 99.67 
3 | 96.26 97 -66 3 | 97-93 98.74 3 | 99-52 99 -69 
2| 96.30 | 97-68 2{ 97-96 | 98.76 2] 99-55 99-71 
tr} 96.33 } 97-70 I | 98:00 | 98.78 I} 99-58 | 99-73 
©! 96.37 | 97-73 © | 98.03 | 98-80 ©} 99-61 | 99-75 
0.8049 | 96.40 | 97-75 || 0-7999 | 98.06 98.82 || 0-7949 | 99-65 99-77 
8| 96.43 | 97-77 8 | 98.09 98.83 8 | 99-68 | 99.80 
7| 96.46 | 97-79 7 | 98-12 98.85 7} 99-72 99-82 
6) 96.50 | 97-81 6 | 98.16 | 98.87 6| 99-74 | 99-84 
5 | 96-53 | 97-83 5 | 98-19 | 98-89 5 | 99-78 | 99.86 
4| 96-57 | 97-86 4| 98.22 | 98.91 4} 99-81 99-88 
3| 96.60 | 97-88 3 | 98-25 98.93 3} 99-84 | 99-90 
2] 96.63 | 97-90 2| 98.28 | 98.94 2| 99-87 | 99-92 
r| 96.66 | 97-92 t| 98.31 | 98.96 I] 99-99 | 99.94 
©} 96.70 | 97-94 © | 98-34 | 98.98 ©] 99-94 | 99-96 
0.8039 | 96-73 | 97-96 || ©-7989 | 98-37 | 99-00 || 0-7939 | 99-97 | 99-98 
8 | 96.76 97-98 8 | 98.42 99-02 
7 | 96-80 98 -o1 7 | 98.44 99-04 Abs. Alc. 
GulgG233) 5 1'198-02 6] 98.47 99-05 0.7938 | 100.00 | 100.00 
5 | 96.87 | 98.05 5 | 98-50 | 99-07 
4| 96.90 98.07 4| 98-53 | 99-09 
3} 96-93 | 98.09 3 | 98-56 | 99-11 
2 | 96.96 98-11 2| 98-59 99-13 
I | 97-00 98.14 it! -@s07 99-15 
©} 97-03 98.16 o| 98.66 99-16 
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(4) Determination of Alcohol by the Ebullioscope or Vaporimeter 
is based on the variation in boiling-point of mixtures of alcohol and water, 
in accordance with the amount of alcohol present. There are various 
forms of this instrument, one of the simplest and most convenient being 
that of Salleron, Fig. 113, the apparatus being known in France as an 
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Fic. 113.—Salleron’s Ebullioscope and Scale for Calculation of Results. 


ebulliometer. This consists of a jacketed metallic reservoir, heated by 
a lamp placed beneath, and fitted with a return-flow condenser at the 
top and with a delicate thermometer graduated in tenths of a degree. 

As the boiling-point of water varies with the atmospheric pressure, 
it is necessary to determine the actual boiling-point corresponding with 
the barometric conditions each time a series of determinations are made. 
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This is done by boiling a measured portion of distilled water in the reser- 
voir, and carefully noting the temperature when it becomes constant. 

The reservoir is then rinsed out with a little of the liquor to be tested, 
after which a measured amount of this liquor is boiled in the reservoir 
and the temperature again noted. A sliding scale (Fig. 113) accompanies 
the instrument, having three graduated parts as shown. The central 
movable portion is graduated in degrees and tenths of a degree centi- 
grade, the part at the left has the per cent of alcohol corresponding to 
the temperature in the case of simple mixtures of alcohol and water, 
while the part at the right is used for reading the per cent in the case of 
wine, cider, beer, etc., which have a considerable residue. The movable 
scale bearing the degrees of temperature is first set with the actual tem- 
perature of boiling water (as ascertained) opposite the o mark on the 
stationary scale. Suppose the temperature of boiling water has been 
found to be 100.1°. The scale is in this case set as shown in Fig. 113. 
Suppose also the temperature of boiling of the wine to be tested is 
found to be 89.3°. From the right-hand scale the corresponding per cent 
of alcohol is found to be 17.2. 

When the liquor to be tested contains more than 25% of alcohol, it 
is necessary to dilute with a measured amount of distilled water and 
calculate the per cent from the dilution. 

When once the boiling-point of water has been determined for a given 
barometric pressure, it is unnecessary to change the position of the slid- 
ing scale during a series of alcohol determinations unless that pressure 
changes. 

Expression of Results.—Some confusion is caused by the three ways 
of expressing results of the alcohol determination, whether as per cent by 
weight, per cent by volume, or grams per 100 cc. The particular mode 
adopted should depend upon the nature of the case and upon the prevail- 
ing custom. In laboratory analyses, unless otherwise qualified, the simple 
expression of ‘‘per cent” usually implies per cent by weight, and for 
the reason that this conforms with other determinations, the adoption 
of the weight-percentage plan is perhaps most natural to the chemist on 
the grounds of uniformity. 

In enforcing the laws regulating the liquor traffic, the custom leans 
to volume percentage, and many of the laws are based on the ‘‘ volume 
of alcohol at 60° F.” (see page 685). 

In recent years many European analysts have adopted the custom of 
expressing results of analyses of wines and other liquors in grams per 
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too cc. and, in order to have a common basis of comparison between 
the composition of American and of European wines, this manner of 
expression has to some extent been adopted in the United States. 

Proof-s pirit in the United States is an alcoholic liquor containing 50% 
of absolute alcohol by volume at 15.6° C. A common method of express- 
ing alcohol is in “ degree proof” or simply “ proof,” which in the United 
States is twice the per cent of alcohol by volume. Thus, 91.3 proof or 
degree proof is the same as 45.65% alcohol by volume. 

English Proof-spirit differs from that in the United States in that it 
contains 49.24% by weight, or 57.06% by volume of absolute alcohol at 
15.6°C. Strength is expressed in degrees over or under proof. Thus 
liquor 20° under proof has 80 parts by volume of proof-spirit and 20 parts 
of water at 15.6° C., while 20° over-proof means that roo volumes of the 
liquor have to be diluted to 120 volumes with water to yield proof-spirit. 
To calculate the per cent by volume of English proof-spirit from the per 
cent of alcohol by volume, divide the latter by 0.5706, or multiply it by 
gis 

Direct Determination of Extract—In liquors having a high sugar 
content, the extract or total solids cannot be determined accurately by 
evaporation at the temperature of boiling water, owing to the dehydra- 
tion of the reducing sugars at temperatures exceeding 75°. When extreme 
accuracy is required, such liquors should be dried 7m vacuo at 75°, or in 
a McGill oven (page 609). 

In the case of dry wines having an extract content of less than 3% 
evaporate 50 cc. in a flat-bottom platinum dish 85 mm. in diameter to a 
syrup on the water bath and dry for two and one-half hours at the tem- 
perature of boiling water. Sweet wines with an extract of from 3 to 6% 
are treated in the same manner, using, however, only 25 cc. With sweet 
wines containing over 6% of extract calculate from the specific gravity of 
the dealcoholized liquor (page 726). 

With distilled liquors having low residues accurate results are ‘obtain- 
able by direct evaporation at1oo° (page 777). 

Determination of Ash.—The residue from the determination of the 
extract is incinerated to a white ash in the original dish at a low red heat, 
either over a Bunsen flame or in a muffle. The dish is finally cooled in 
a desiccator and weighed. 

Preservatives and Artificial Sweeteners in liquors are identified as 
described in Chapters XVIII and XIX. 
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FERMENTED LIQUORS. 


The fermented juices of many varieties of fruits and berries furnish 
beverages more or less popular in various localities, especially for home 
consumption, though, with the exception of the products of the apple and 
the grape, few of them are found on the market. The following table 
shows the average percentage of sugar and free acid in the expressed 
juice or must of fruits, according to Fresenius, arranged in the order 
of their sugar content: 


Per Cent Sugars | Eee Cent Free 


PR CACHES: faye cisio iss .ssisiaia's I-99 0.85 
IBOIS, osooonscnecsne Psi) I-29 
We eooosoueqesoses 2.80 ray72 
Green Pages). s-2 26 5s 4-18 0.67 
Raspberries: s.122 1 =s.c = 4.84 1.80 
Blackberries. cer ese 5-32 I.42 
Strawberzies. ©... 2.5... 6.89 ei 
(QuiERINSS 554os6 Serb ooe 7-30 2-43 
German prunesi-.-.-- «= 7-50 1.08 
(GOOSebeIties mean ase 8.00 1.63 
Peargea-aeciste af ass avers 8.43 0.09 
LNG OES, aos sasnshdosoas 9-14 0.82 
Mulberics.= = aseiaatect- 10.00 2.02 
Sour CherneSi ier .< 22 ole ere 10.44 1.52 
SWEeLCheliicss semis cieren A 


CIDER. 


Cider is the expressed juice of the apple. When fresh and before 
fermentation has set in, it is known as sweet cider, but it does not long 
remain in this condition, developing after a good fermentation from 3 to 
6 per cent of alcohol by volume. 

The predominating yeast under the influence of which the fermenta- 
tion of cider takes place is Saccharomyces apiculatus, found in consider- 
able quantity on the outside of the apples as well as in the soil in which 
the trees grow. 

Process of Manufacture.—The best cider is made from ripe fruit, 
taking care to avoid the green and the rotten apples, both of which impair 
the quality of the product. After gathering, the apples are best allowed tc 
stand in piles until perfectly ripe, being kept under cover. If exposed 
to the weather, certain of the yeast organisms found on the skins of the 
apples that are useful in promoting subsequent fermentation would be 
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washed off. As a rule the apples commonly used by farmers for cider- 
making are those that are unsalable or unfit for other purposes, being 
chiefly windfalls or bruised and imperfect fruit. The apples are usually 
first crushed in a mill to a coarse pulp, which is afterward subjected to 
pressure in a suitable press and the juice thus extracted. 

In this country but little attention is paid to the after processes, the 
juice being usually transferred directly to barrels, which are not always 
particularly clean, and allowed to ferment spontaneously in a convenient 
place, subject to changes in temperature. There is little wonder that 
cider so made will keep but a short time and quickly goes over into vinegar, 
unless salicylic acid or other antiseptic is added. 

In France more care is taken to regulate the temperature of fermen- 
tation, to insure absolute cleanness of all receptacles, and to separate 
out contaminating impurities. A preliminary fermentation is usually 
given to the juice in open vats, during which the yeast spores are 
developed, while impurities separate out both by rising to the surface 
and by settling to the bottom, care being taken to avoid the develop- 
ment of acetic fermentation. At the proper time the juice is “racked 
off” or drawn from the clear portion between the top and bottom, trans- 
ferred to scrupulously clean barrels, and allowed to undergo a second 
fermentation at a lower temperature than before. 

Sometimes the “racking off” is repeated, and the juice is further 
clarified by “fining” or treating with isinglass, which carries down certain 
albuminous substances. 

Cider thus made is capable of keeping a very long time. 

In England cider is sometimes “fined” by treatment with milk, one 
quart of the latter being added to eighteen gallons of cider. 

' The apple pomace, left as a residue, is generally steeped in water 
and repressed. The juice from the second pressing is occasionally added 
to the first for cider manufacture, but more often is concentrated and 
made into apple jelly, or used as a fortifier for vinegar to make up 
deficiency in solids. 

Composition of Cider.—The following tables, due to Browne,* show 
the chemical composition of the freshly expressed juice of several 
American varieties of apple, as well as that of a few fermented samples 


of cider of known purity. 


ee So ee 
* Penn. Dept. of Agric., Bul. 58. 
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APPLE JUICES. 
ee ee eT Ee ee ee Sey See ee ee 


F Beg 
¢.| 3B. 
as £8 | 3508 
. ae Saber 
ox . q in 4H CDi og Qved 
sis a | 2a ee eee ee bree 2 | ara 
o8 ue} © WO a @ OD oo orn * ce) a58O 
25 Seals oo | ou ee | & pee | oes 
D a cy ere ee 4 ipl} « 
Red astrachan ..... 1.05317 11.78 6.87] 3.63 |10.50)10.69] 1-14 0.37|0.747| 23.72 
Early harvest. ..... T.05522 |13-29) 7-49) 3-97 |I1-46)11.67| 0.90 0.28|0.65| 24.32 
Yellow transparent .| 1.05020 [11.71 8.03] 2-10 |I0.14/10.24/ 0.86 0.27] 0.44 
Early strawberry. ..| 1.04949 |11-81) 5.47| 4-21] 9-68] 9-90| 0.78|0.24]1.11| 19.24 
Sweet boughss. ses. TOAD ZO Ele O77 On t4 208) TOs 00) TO- 95) O21) eee eles aso 39-40 
Baldwin, green. ....| 1.04882 |11.36| 6.96] 1-63| 8.59] 8-68] 1.24|0.31| 1.22| 36.16 
a Tipesis cose 1.07362 |16.82| 7.97| 7-05 |15.02|15.39| 0-67 | 0.26| 0.87 
Beng avistessm cs 2 1.05389 |12.77| 7-11] 3-85 |10.96|11-16] 0.46| 0.28] 1.07] 49.00 
Bellflowerareeceis cc © 1.06270 |14.90| 9.06] 4.32 |13-38/13-61| 0-58] 0.28| 0.66] 39.20 
Tulpahocken....... T-05727 |13-94| 9-68] 3.11 |12.79|/12.95| 0-26 | 0-24|0-49] 48.20 
Wnknown....-...-. T-O590I |13-75/10.52] 2.31 |12.83/12-95| 0-44] 0-26]0.22] 44.18 
FERMENTED CIDER (MIXED APPLES). 
Rotation, 
400-mm 
; ; ’ Tube, 
cote ee | 88 || Aleohot. | Pectin.) Ach, || VeezEe 
Degrees 
to the 
| Left 
A...] 1-99805| 1-94 0.19 0.21 0.24 6.85 0.03 0.25 2.30 
eee teOOl2 2 e257 Een Os50 0.24 0.42 cee 0.03 0.32 2.49 
Crt 0052515 3-20 0.89 0.30 0.48 4.67 0.05 0.209 5.28 
Da e| L-0007T |. 1-03 0-34 0.27 On2T 4-95 0.05 0.23 2.00 
Deon] BECO) Pare 0.24 0.29 1.96 4-20 0.06 0.36 Tey 


The following are summaries of the results of a large number of 
analyses of European apple juices made by Truelle, the quantities being 
expressed in grams per liter: 


Mean. Minimum. Maximum. 
Specific gravity. ....------------+------- 1.0760 1.0573 1.1100 
ie cee Hnbeecnoecannochpcacouge 135-85 108. 38 181.81 
SUGMES shonbonsosceceoulauedodecuedde 25 .-O1 5-58 eeu] 
Total fermentable sugars (as dextrose) - - - 162.18 IIQ.22 230257 
RENMEI Sob aosAbossyeeccunOaSq00GUaG00 2.90 0.20. 8.07 
Pectin and albuminous substances, ....-. 12 ° 23 
Acidity (sulphuric acid). ..-.----------- oan 0.69 7.41 
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In the municipal laboratory of Paris, Sanglé Ferritre has analyzed 
eleven samples of known-purity cider with the following results: 


Sugar per Acidity as 
iter. H2SO4. 
oa 
oes 8 a 
Sees te ae Bae 
ta 5. & ous oh t asl ie 8: Ee, . $ 
2 Oo s aS) nog aiare| a4 Ad 43.00 9 3 ~ 
g wae ht < 4.9 Was 38 ak BCS = @ 
4 aah} Ho Ss wey 
fal a g mie | aa Evi an Bre pa 2 a 
IMIGEING Sa oone TeOESO) |seOu | 522072037 | 202i) — 42.20) acOM eas Ons 2 77m mam iy 
Maximum...| 1-0410 | 6.2 |114-00] 59-40| 60-80 |/—11°.20| 4.32-| 3-68 | 6.59 | 2-94 
Minimum, ..|| 1.0012 | F.2 ,|\22-02)lraces| race) 0 24S! || 2804 4s20n)) te47 


Six samples of bottled ‘“‘sweet” cider purchased in Massachusetts 
were analyzed in the Food and Drug Laboratory of the Board of BBG 
with the following results: 


Per Cent Per Cent 


Alcohol by Acid Per Cent 

Weight. Malic. eo 
MERINO. 5 ob anado ISU UDA HSSoKOEIOdeS 8.00 0.72 7.82 
HY [ei dimnancinaepetete tapered votatetetarsretetet= elerelatersterstac 3-55 0.48 2.42 
PNVIGLAG Ga etalon stateleratete lolol otatetetatetsy-ioleley=taraters = 5-71 0.58 4.19 


Browne gives the following as the composition of the mixed ash of 
several varieties of apple: 


Per- 
Ingredient. cent- Ingredient. eee 
age age 
Potash (K,O)....---+--+------ 55-94 Potassium carbonate (K,CO,)...| 6.85 
Soda (Na,O). ...--+++2--+-+--- 0-31 Potassium phosphate (K,PO,). .-| 14-55 
Lime (CaO). ........----.---- 4-43 Sodium chloride (NaCl)......-.. 0.60 
Magnesia (MgO). .....-.-..--- 3-78 Calcium sulphate (CaSO,). ....- 4-52 
Oxide of iron (Fe,O,). ..------- 0.95 Calciumpoxides(Ga®) a see eee 2.57 
Oxide of aluminum (A1,O;)..... 0.80 ° Magnesium phosphate (Mg,P,0,)| 6.97 
Chlorine (Cl). ..-------+-+-+.- Ors Onis Magnesium oxide (MgO). ...... 0.59 
Sriltet (SHOW b ceequcsaccosusase 0-40 A Pertictoxide:(He; ©.) seer eee 0.95 
Sulphumeracidy(SO>)seepeenicre 2.66 7] 3 4 Aluminum oxide (Al,O,).-...... 0.80 
Phosphorie acid (P5O;) iss .\- 12 8.64 5 Silican(Si@s)seeestciemcieeeeretee ©.40 
Carbonic acid (CO,).........-- 21.60 a 
-9o 
Deduct oxygen equivalent to Cl -09 
Fotals. sewers ncercteacieete eae 99-81 "Lotal. gute secon caanneee 99-80 
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~ Burcker * gives the following composition of the ash of cider: 


Per Cent. 
VEU Sa SOE ean oa 0.94 
Pee O MOM a CLOtasets oo. Seid ones Si fo hie s ws 12.68 
Pe ebee ere oP ereert So Soda ae Se cic wiele DoT] 
Resin teeters See mites SS oc. oes ks 2.05 
Oxides of iron and manganese............. 0.94 
Dieta Wee ee as Ss Sees vee eee 53:74 
OMA Ey eet ts os are we on owe es EeiO 
CTO Ca CIs para tiee oitie sv oS « Ss 0ds 25-78 

100.00 


Adulteration of Cider—The Committee on Standards of the A. O. A.C. 
have submitted for adoption the following standards for cider: Alcohol 
not more than 8%, extract not less than 1.8% determined by evaporation 
in an open vessel at ordinary atmospheric pressure and at the tempera- 
ture of boiling water; ash not less than 0.2%. 

Entirely factitious cider made from other than apple stock is rarely 
found, though the product as sold is frequently of inferior quality and 
adulterated. The chief adulterants are water and sugar, and the use of 
antiseptics is common, especially of salicylic and sulphurous acids, sodium 
benzoate, and occasionally beta-naphthol. 

Sodium carbonate is sometimes added to cider to neutralize the acid 
and thus prevent acetic fermentation. An abnormally high ash (say 
in excess of 0.35%) would point toward the presence of added alkali. 

Watering is apparent when the content of alcohol, solids, and ash of 
the suspected sample are found to be considerably below the corre- 
sponding constants of pure cider. According to Sanglé Ferriére, the 
following are the minimum figures for these constants in a pure cider, 
so that a sample may safely be pronounced as watered if they all 
run distinctly below: 


LC GNC iy ee oe a 3% by volume 
xXtCAgi eee eee ee See ec 3 1.8% 
Sli ae ote PI ess os a'a,0 i0,che 0.17% 


Besides these determinations, it is useful also to determine the fixed 


and volatile acids. 
Caramel is to be looked for, especially in watered samples. Other 


* Les Falsifications des Substances Alimentaires, p. 176. 
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adulterants alleged to be of frequent occurrence in French cider, but 
not commonly found in this country are commercial glucose, tartaric acid 
(to increase the acidity of a watered product), and coal-tar colors. 

Absence or deficiency of malates is conclusive evidence of fraud, 
indicating the admixture of notable quantities of the juice of the second 
pressing of pomace. 

Sugar is rendered apparent by the right-handed polarization of the 
sample, pure cider always polarizing well to the left. If after inversion 
of a dextro-rotary cider the polarization is still to the right, commercial 
glucose is indicated; if the reading after inversion is to the left, cane 
sugar has undoubtedly been added. 

Frequently the analyst has only to determine the alcohol, especially 
in cases of seizure, to ascertain whether or not there has been violation 
of the liquor laws. 


PERRY OR PEAR CIDER. 


This is a common French product, but is rarely if ever found on sale 
in this country, though sometimes made for home consumption. In 
composition and in method of manufacture it much resembles apple 
cider. It is also subject to the same forms of adulteration. 

The following table summarizes a number of analyses made by 
Truelle on pear juice, or must, amounts being expressed in parts per 
thousand: 


Mean. Maximum. Minimum. 
SSCING Phan, cs aasaaoneadccuuds dcoda 1.0845 1.0675 1.0980 
TaVertiSU GAT: Revasicfar's.cisapetasesete eee oe 145-64 108.10 200 
SUGKOSERiersroe carers cece eee Coen 36.74 16.69 61.41 
Total fermentable sugars (as dextrose)... . 184.14 143-78 220 
CUI os See epeaiase COOH Rene oansobE. 1.78 I.O1 3-20 
Pectin and albuminous substances....... 13-08 3 18 
NCICity, (AS sulphuric acid) ysis 1.47 0.76 2.40 


The following analysis of champagne perry is taken from the Lancet 
of October 1, 1892: 


Alcohol by weight. 220. see eee Te45 
Alcohol by volumes i. vac ace on eee eee 1.80 
SOWQS ion Jee ccc sacle en dee see rs II.00 
Ash 
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WINE. 

Wine in its broadest sense is the fermented expressed juice of any 
fruit, though the term, unless otherwise restricted, is generally understood - 
to apply to the juice of the grape. 

The organism present in grape juice that plays the chief part in its 
alcoholic fermentation is the Saccharomyces ellipsoideus, a yeast which 
exists on the skins of the grape. 

Process of Manufacture—The grapes, which should be fully ripe, 
are picked and sometimes sorted, according to the care that is taken in 
grading the product. They are also sometimes freed from the stems, 
which contain considerable tannic acid, and which when crushed with the 
grapes impart a certain astringency to the final product. The grapes are 
crushed either by machinery or by the bare feet, and the juice is pressed 
out from the pulp in various ways, by screw or hydraulic press, or by the 
centrifugal process. 

A certain amount of juice runs off from the preliminary crushing 
known as the first run, and makes the choicest wine. The product from 
the pressure constitutes the second run, after which the pomace, by steep- 
ing in water and repressing, is made to yield an inferior juice used in 
making piquette. 

Red wines are made from dark grapes by fermenting the pulp, before 
pressing, with the skins, which by this treatment yield up their rich color 
(enocyanin) to the juice. Besides the color, the skins contain also tannin. 
White wine is made from the pressed pulp, freed from the skins at once, 
or from the pulp of white grapes. The unfermented must constitutes 
from 60 to 80 per cent of the weight of the grape. 

Fermentation progresses most rapidly at a temperature between 25° 
and 30° C., but wine having a much finer bouquet is produced by slower 
fermentation, hence the must is allowed to ferment in open vats or tubs 
in cool cellars, at a temperature of from 5° to 20° till it settles out com- 
paratively clear, special care being taken to avoid development of acetic 
fermentation. At the end of the first or active fermentation, the wine 
is drawn off and allowed to undergo a second or slow fermentation in 
casks, during which most of the lees or crude argols, composed of potas- 
sium bitartrate, settle out, being insoluble in alcohol, and the characteristic 
bouquet or flavor of the wine is developed. Occasionally during this 
process the wine is racked or drawn off. 

Undesirable fermentations and vegetable fungus growth, which are 
liable to occur at this time, are avoided by using especially clean casks, 
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which are frequently “sulphured” (or burnt out with sulphur) before 
being used. The wine is often clarified, by treatment with gelatin, which 
mechanically removes many impurities by precipitation, or is subjected 
to pasteurization before finally being bottled or stored in casks. 

Classification of Wines.— Natural wines are those which are exclusively 
the product of the simple juice, fermented under the best conditions, either 
till the sugar has been used up, or till the protein is exhausted, or until 
the yeast growth has been checked by the strength of the alcohol developed. 
When the alcohol reaches 18% by volume (in extreme cases 20%) fermen- 
tation due to yeast ceases. Examples of natural wines are hock and claret. 
Fortified wines are those to which alcohol has been added. As the 
addition is commonly made before the fermentation is complete, such 
wines are usually sweet. Examples of fortified wines are madeira, sherry 
and port. 

Still wines are those in which there is but little carbon dioxide remain- 
ing, so that they do not effervesce. Sparkling wines are more or less 
heavily charged with carbon dioxide, either naturally, as in the case of 
champagne, wherein the gas is formed by after fermentation of added 
sugar in the corked bottle, or artificially, by carbonating. 

Wines are also classified according to color. Red wines include clarets, 
_ chianti and red burgundies, while white wines are those of a yellowish 
color such as the Rhenish and Moselle wines and the sauternes. 

“ Dry” wines are those in which the sugar has been exhausted by 
fermentation, while sweet wines possess a considerable amount of unfer- 
mented sugar which remains after the yeast ceases to grow because of the 
exhaustion of the protein or else the formation or addition of an excess 
of alcohol. Sweet wines are often reinforced by the addition of sugar. 

Dealcoholized wine is prepared by distilling off the esters at a low 
temperature and then the alcohol at a higher temperature, returning the 
esters to the residue and charging the whole with carbon dioxide and adding 
a little sugar and in some cases tartaric acid. The product contains a 
negligible amount of alcohol. 

Varieties of Wine.—Champagne according to French law is the 
sparkling wine made in the old province of Champagne, although similar 
wines of other provinces and countries are often incorrectly designated 
by that name. It is prepared from selected white wine clarified with 
gelatine, bottled with the addition of cane-sugar and tightly corked. 
The bottles are placed on their sides and fermentation is allowed to pro- 
ceed, thus charging the wine with carbon dioxide. The bottles are then 
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gradually inverted until the sediment gathers above the cork, which by care- 
ful manipulation is quickly removed go as to throw out the sediment. A 
small amount of a liqueur prepared from sugar, wine and brandy is then 
added, after which the cork is replaced and secured. Champagne con- 
tains from 8 to 10% of alcohol and varying amounts of sugar as indicated 
by the designation sec (dry), extra sec and brut (natural). 

Sauternes are sweetish white French wines containing 8 to 14% of 
alcohol by volume and varying amounts of sugar up to 2.5%. Chateau 
Yquem is a well-known sauterne. 

Rhine Wines (Hocks) and Moselle Wines are prized because of their 
delicate mildly tart flavor. They contain little sugar and from 7 to 13% 
of alcohol. Johannisberger, Steinberger, Hochheimer, Liebfraumilch, 
Niersteiner and Riidesheimer are well-known hocks, and Zeltinger and 
Berncasteler Doctor are examples of moselles. 

Claret is the common designation for French red wines produced 
in the neighborhood of Bordeaux. It is somewhat acid and astringent, 
contains 7 to 13% by volume of alcohol and very little sugar. St. Julien, 
Pontet Canet, Lafitte, and St. Estéphe are well-known examples. 

Burgundies are somewhat heavier wines than the clarets and are 
both red and white, still and sparkling. The best are produced in the 
Céte d’Or of the old province of Burgundy. 

Chianti is an Italian wine similar in flavor to the burgundies. It 
is commonly sold in wicker-covered flasks. 

Red and white natural wines are also produced in other European 
countries as well as in the United States. 

Sherry is a deep-amber-colored sweet Spanish wine high in alcohol 
(18-24% by vol.) and consequently fortified. It is commonly plas- 
tered. 

Port is a sweet Portuguese wine, fortified with brandy, containing 
from 15 to 24% of alcohol by volume. It may be either red or white. 
Its name is a corruption of Oporto. 

Madeira is a rich wine, much improved by age, containing from 18 to 
20% by vol. of alcohol and a marked quantity of sugar. It is named 
from the island producing it. 

Tokay Wines are choice medicinal Fidwesrist wines high im alcohol 
‘and very sweet. 

The Constituents of Wine may be classified as volatile organic, non- 
volatile organic, and mineral. The volatile organic constituents, aside 
from ethyl alcohol, consist of higher alcohols, notably amyl alcohol, which 
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go to form the fusel oil of brandy, traces of methyl alcohol, volatile acids, 
chiefly acetic acid which is present to some extent in carefully prepared 
wines and in large amount in wines which have undergone acetic fer- 
mentation, also minute quantities of proprionic, butyric, and higher 
acids of the series, as well as very small quantities of various ethers, 
acetaldehyde, furfural, acetal, and other substances influencing the bou- 
quet. 

The principal non-volatile organic substances are sugars and related 
substances, organic acids, glycerol, nitrogenous substances including traces 
of nitrates, and coloring matter (enocyanin of red wines and quercetin of red 
wine and white and red pomace wines). 

The principal saccharine substance is invert sugar. Pentoses (chiefly 
arabinose), methylpentoses (chiefly rhamnose), inosite, and mannite occur 
in small amounts, the last named found only in unsound wines. 

The fixed acids derived from the fruit are (1) tartaric acid, the most 
abundant, existing as the free acid and as acid salts, (2) malic acid, next 
to tartaric in abundance, exists largely as the free acid which in the fresh 
juice exceeds the free tartaric acid but is largely destroyed during fer- 
mentation, and (3) citric acid, occurring only in small amounts. ‘Traces of 
salicylic acid and probably of oxalic acid are also present in grape juice 
and wine. YTannic acid (tannin), the astringent principle of wines, notably 
the red varieties, may also be grouped with the acids derived from the fruit. 
The fixed acids formed during fermentation are lactic and succinic. The 
acidity as determined by titration does not represent accurately the sourness 
to the taste. This is shown by the hydrogen ion concentration. 

The ash constituents of chief diagnostic importance are phosphoric 
acid (reduced by dilution), potassium sulphate (increased by plastering), 
and sodium chlorate (increased by use of salt as a clarifier and preservative). 
Manganese is a normal constituent of wines. ‘Traces of boric acid occur in 
normal wines. Arsenic and copper, derived from spraying solutions, are 
present in only infinitesimal quantities. 

Composition of Wines.—Averages of analyses of typical European wines 
as compiled by K6nig are given in the table on page 717. A summary of 
analyses of California wines compiled by Bigelow appear in page 718. 

Steadards. —The U. S. Standards follow: Wine is the product made 
by the normal alcoholic fermentation of the juice of sound, ripe grapes, 
and the usual cellar treatment, and contains not less than 7 nor more 
than 16 per cent of alcohol, by volume, and, in 100 cc. (20° C.); not more 
than 0.1 gram of sodium chloride nor more than 0.2 gram of potassium 
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sulphate; and for red wine not more than 0.14 gram, and for white wine 
not more than o.12 gram of volatile acids produced by fermentation and 
calculated as acetic acid. Red wine is wine containing the red coloring 
matter of the skins of grape. White wine is wine made from white grapes 
or the expressed fresh juice of other grapes. 

Dry wine is wine in which the fermentation of the sugars is practically 
complete, and which contains, in roo cc. (20° C.), less than 1 gram of 
sugars, and for dry red wine not less than 0.16 gram of grape ash and 
not less than 1.6 grams of sugar-free grape solids, and for dry white wine 
not less than 0.13 gram of grape ash and not less than 1.4 grams of sugar- 
free grape solids. 

Fortified dry wine is dry wine to which brandy has been added, but 
which conforms in all other particulars to the standard of dry wine. 

Sweet wine is wine in which the alcoholic fermentation has been 
arrested, and which contains, in too cc. (20° C.), not less than 
1 gram of sugars, and for sweet red wine not less than 0.16 gram of 
grape ash, and for sweet white wine not less than 0.13 gram of 
grape ash. 

Fortified sweet wine is sweet wine to which wine spirits have been 
added. By act of Congress, “‘ sweet wine” used for making fortified 
sweet wine and “wine spirits”? used for such fortification are defined 
as follows (sec. 43, Act. of October 1, 1890, 26 Stat. 567, as amended 
by section 68, Act of August 27, 1894, 28 Stat. 509, and further 
amended by Act of Congress, approved June 7, 1906): ‘‘ That the 
wine spirits mentioned in section 42 of this act is the product resulting 
from the distillation of fermented grape juice to which water may have 
been added, prior to, during, or after fermentation, for the sole purpose — 
of facilitating the fermentation, and economical distillation thereof, and 
shall be held to include the products from grapes or their residues, com- 
monly known as grape brandy; and the pure sweet wine, which may 
be fortified free of tax, as provided in said ‘section, is fermented grape 
juice only, and shall contain no other substance whatever introduced 
before, at the time of, or after fermentation, except as herein expressly 
provided; and such sweet wine shall contain not less than 4 per cenf 
of saccharine matter, which saccharine strength may be determined 
by testing with Balling’s saccharometer or must scale, such sweet wine, 
after the evaporation of the spirits contained therein, and restoring the 
sample tested to original volume by addition of water: Provided, That 
the addition of pure boiled or condensed grape must, or pure crystallized 
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cane or beet sugar, or pure anhydrous sugar to the pure grape juice 
aforesaid, or the fermented product of such grape juice prior to the 
fortification provided by this act, for the sole purpose of perfecting 
sweet wine according to commercial standard, or the addition of water 
in such quantities only as may be necessary in the mechanical operation 
of grape conveyors, crushers, and pipes leading to fermenting tanks, 
shall not be excluded by the definition of pure sweet wine aforesaid: 
Provided, however, That the cane or beet sugar, or pure anhydrous sugar, 
or water, so used shall not in either case be in excess of 10% of the 
weight of the wine to be fortified under this act: And provided further, 
That the addition of water herein authorized shall be under such regula- 
tions and limitations as the Commissioner of Internal Revenue, with 
the approval of the Secretary of the Treasury, may from time to time 
prescribe; but in no case shall such wines to which water has been 
added be eligible for fortification under the provisions of this act where 
the same, after fermentation and before fortification, have an alcoholic 
strength of less than 5% of their volume.” 

Sparkling wine is wine in which the after part of the fermentation is 
completed in the bottle, the sediment being disgorged and its place 
supplied by wine or sugar liquor, and which contains in too cc. (20° C.), 
not less than 0.12 gram of grape ash. 

Modified wine, ameliorated wine, corrected wine, is the product made 
by the alcoholic fermentation, with the usual ccilar treatment, of a 
mixture of the juice of sound, ripe grapes with sugar (sucrose), or a 
syrup containing not less than 65% of sugar (sucrose), and in quantity 
not more than enough to raise the alcoholic strength after fermentation, 
to 11% by volume. 

Raisin wine is the product made by the alcoholic fermentation of 
an infusion of dried or evaporated grapes, or of a mixture of such 
infusion, or of raisins with grape juice. 

Adulteration of Wine.— Beverages purporting to be wine are 
sometimes found on sale that are entirely spurious, in that they con- 
tain little if any fermented grape juice. Brannt gives recipes for the 
manufacture of such artificial products employing the following ingredients: 
apple juice, sugar syrup, rectified spirits, crushed raisins, cream of tartar, 
bilberry, elderberry, and black currant juice, acetic ether, elderberry 
flowers, and oil of bitter almonds. After fermentation the imitation wines 
are clarified with isinglass. 
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If the imitation is largely cider the tartaric acid will be low and the ash 
will give a potash instead of sodium flame. 

Wines are most frequently adulterated by “‘ plastering,” by the addi- 
tion of excessive amounts of sugar or glucose, by watering, by fraudulent 
fortification with alcohol, by the admixture of raisin wine or imitation — 
wine made from pomace, by the addition of glycerin, by flavoring with 
ethers, saccharin, etc., by artificial coloring, by the addition of preserva- 
tives, and by the addition of citric or tartaric acid. 

Plastering —By this term is understood the addition of gypsum or 
plaster of Paris to the must before fermentation, a practice in vogue in parts 
of France, Italy, and Spain. The reaction which takes place with the potas- 
sium bitartrate present in the wine is, according to Chancel, as follows: 


2KHC4H40¢ + CaSO4= CaCsH406 + HoCs4H406 + KeSOu. 


Potassium Calcium Calcium Tartaric Potassium 


co 


bitartrate sulphate tartrate acid sulphate 


Various advantages are said to result from this practice. The wine 
is clarified by the precipitation of the calcium tartrate, which mechan- 
ically carries down with it many impurities, the color of the wine is 
improved, since the solubility of the coloring principle present in the 
skins is increased, the fermentation is rendered more rapid and complete, 
and the keeping qualities are enhanced. Plastering of dry wines is per- 
mitted both by German and French law, provided not more than 2 grams 
of potassium sulphate per liter remains in the wine. Larger amounts 
are allowed in sweet wines (sherry, etc.). According to Blarez the limit 
for new natural wine is 0.6 gram and for old, 1.0 gram. 

Deplastering by means of chloride or tartrate of barium or strontium 
is also practiced. 

Addition of Cane Sugar.—During some seasons the must is deficient 
in sugar but contains an excess of acid. To bring the yield of alcohol 
up to normal the addition of sucrose is permitted in France and of sucrose, 
invert sugar and commercially pure dextrose in Germany. This practice 
is known as “ chaptalizing.” The addition of pure calcium carbonate to 
correct the acidity is also permitted. 

The use of commercial glucose in wine is not regarded with favor, 
since it contains more or less unfermentable matter, and introduces dextrin 
and various mineral salts into the wine. 

Invert sugar is the only sugar that should be present in natural 
wine. In normal fermentation the dextrose is more quickly destroyed 
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than the levulose, hence the polarization of pure wine is always left- 
handed unless all the sugar has been fermented, in which case the 
reading should be zero. 

Bigelow found in his investigation of California wines that seventy- 
five samples of red types polarized from —o.5 to —2.1, upward of eighty 
of white types from —o.r to —3.5 (excepting four, evidently abnormal, 
showing o to +1) and thirteen of the port type from —14.7 to —27.1. 

A sharp, right-handed polarization would indicate the presence of 
either commercial glucose, dextrose or cane sugar. After inversion, if 
the reading is still right-handed, glucose or dextrose is apparent, while 
if inversion changes the reading from right to left, cane sugar has undoubt- 

edly been added. By application of Clerget’s formula the amount of cane 
sugar can be estimated. 

The Watering of Wine.—Gall introduced a system of teeeine must 
for an excess of acid as well as a deficiency of sweetness by adding water 
together with sugar. The German wine law of rgor permitted “gallizing”’ 
if not more than 25% of water was added and the wine did not contain 
less of the other ingredients than the average of natural wines of the 
same class. The following minimum limits in grams per 100 cc. were 
adopted for gallized white and red wines: total extract, white 1.6, red 
1.7; total extract minus fixed acids, white 1.1, red 1.3; total extract less 
total acids, white 1.0, red 1.2; ash, white 0.13, red 0.16. — 

The law of 1909 permits only 20% of added water and requires that 
the modified must conform to the natural product of grapes of the same 
kind and region during good years. 

In France watering in any degree is not permitted. Gautier i a large 
number of analyses of unwatered wines found that the sum of the per 
cent by volume of alcohol and the total acidity expressed in grams of 
sulphuric acid per liter varied within very narrow limits, rarely being 
below 13 or above 17. In applying this rule to plastered or soured wines 
the following preliminary corrections should be made: (1) if the potassium 
sulphate exceeds 1 gram per liter (plastered wine) multiply the excess by 
o.2 and deduct from the total acids; (2) if the volatile acids exceed 1 (soured 
wine) multiply the excess by 0.1 and add the product to the alcohol, also 
add 1 to the fixed acids to obtain the total acids. 


This rules according to Pratolongo* applies not only to all natural 
Italian wines but also to other wines. 


* Staz. sper. agr. ital., 50, 1917, p. 315. 
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Halphen * adds 0.70 to the fixed acid (expressed in grams of sulphuric 
acid per liter) and divides by the percentage of alcohol by volume. This 
ratio is highest in wines containing the lowest percentages of alcohol, as 
shown by the curves in Halphen’s chart (Plate XLI). If the percentage 
of alcohol corresponding to the ratio found in a given sample is consider- 
erably greater than that obtained in the actual analysis, watering is indi- 
cated. 

Issoglio f concluded that this ratio is applicable to Italian wines, but 
Scurti and Rolando} found that 25% of water would escape detection, 
while Pratolongo, on the other hand, found that it would exclude. one- 
fifth of the natural wines. 

Roos § lays stress on the ratio of the sum of the fixed acid and per- 
centage of alcohol by volume (C) to the quotient obtained by dividing the 
percentage of alcohol by volume by the percentage of extract (B). This 
ratio (5) should not be less than 3.2 (or in extreme cases 3.0) for red 
wines or less than 2.4 for white wines. 

Blarez || employs a more complicated scheme of distinguishing natural 
from watered wines. 

Ash § regards California red and white wines as suspicious when they 
contain less than 2.3 and 1.6% of sugar-free solids and at the same time 
less than 16 and 15% of alcohol plus acids respectively. The same 
author concludes that a large amount of free tartaric acid in proportion 
to potassium bitartrate coupled with low sugar-free solids indicates acidi- 
fication with citric or tartaric acid as well as dilution. 

The presence of nitrates in wines has been regarded as evidence of 
watering, but Tillman,** and also Paris and Marsaglia,tf find this test 
valueless, as nitrates occur in natural wines. 

The Fortification of Wine.—The addition of alcohol to sweet wine 
such as sherry and port is recognized as an essential step in the process 
of manufacture, and in Germany the use of 1% by vol. in dry wines is also 


* Ann. chim. anal., 12, 1907, pp. 129, 196. 

ft Ind. chim., 14, p. 23. 

{ Ann. chim. appl., 8, 1917, p. 47. 

§ Ann. fals. 4, 1911, p. 361. 

|| Vin et Spirituex, etc., Paris, 1908. 

{| 8th Int. Cong. App. Chem., 18, 1912, p. 17. 

** Zeits. Unters, Nahr. Genussm., 22, 1911, p. 201. 
tt Staz. sperim. agrar. ital., 11, 1098, p. 123. 
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allowed. When, however, alcohol is added to imitation or stretched wines 
such an addition is distinctly an adulteration. 

A committee appointed in France to devise means of detecting added 
alcohol established the rule that the grams of alcohol per too cc. divided 
by the grams of extract should not exceed 4.5 for red wines or 6.5 for 
white wines. In the case of plastered wines, or wines having added 
sugar, it is necessary to deduct from the total extract the weight of the 
reducing sugar and of the potassium sulphate (less 1 gram for each of 
these substances), the reduced extract thus obtained being used in calcula- 
ing the ratio. 

In Germany the glycerol-alcohol ratio expressed in grams per I00 
cc. is also used in detecting added alcohol, the accepted limits being 7 : 100 
and 14: 100. Both limits, however, should be extended, as German wines 
often have a ratio as high as 6 : 100 and American wines still higher, and 
Ig : Ioo is on record for genuine European wines. 

‘‘Pomace Wine.”—This term is applied to imitation wines prepared 
from the marc of grapes with the addition of sugar, water, and often 
tartaric or citric acid. It is not strictly a wine, and that term according 
to U. S. rulings is regarded as a misbranding even if modified by the word 
pomace. The product although not lacking in alcohol is naturally deficient 
in other characteristic constituents of true wine except, perchance, these 
are reinforced by skillful sophistication. 

Eoff * has made exhaustive analyses of pomace wines from which he 
concludes that its presence in wine is usually indicated if the results per 
too cc. are below the following: Nitrogen to mg. (below 5 mg. almost cer- 
tain proof), total tartaric acid 20 cg. (unfortified wine Io cg.), fixed tartaric 
acid 50 cg., non-sugar extract 1.5 grams for white and 2.0 grams for red 
wines, and pentosans 50 mg. for white and too mg. for red wines. 
Pomace wine is also indicated if the ash exceeds 20 cg. (white dry wines), 
if the alkalinity of the water soluble ash is below 8 cc. N/1o hydrochloric 
acid per roo cc., or if the amount of phosphoric acid in the ash is below 
10%. Natural wines seldom contain over 5 mg. of chlorine in 100 cc.; 
if it exceeds to mg. the presence of ammonium chloride or corn sugar solu- 
tion may be suspected. 

Piquette is prepared in France from second pressings obtained after 
soaking the marc in water. It is in a sense a diluted wine. 


ee 


_* Jour. Ind. Eng. Chem., 8, 1916, p. 723. 
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Raisin Wine is defined on page 720. Its detection by chemical analysis 
is often more difficult than by organoleptic test. 

The Addition of Glycerol to increase the extract, known as scheeliz- 
ing, is indicated by a high glycerol-alcohol ratio. The German com- 
mission on wine statistics decided that the presence of over 0.5 gram of 
glycerol per roo cc. is proof of addition of this substance provided: 
(1) the extract minus fixed acids is more than two-thirds glycerol or 
(2) with a glycerol-alcohol ratio of more than to : roo the total extract 
is less than 1.8 grams per roo cc. or the total extract minus the glycerol 
is less than 1 gram. 

The Coloring of Wine involves the use of both vegetable and coal- 
tar dyes and is considered on pages 736-737. 

The Addition of Preservatives other than sulphur compounds is pro- 
hibited in most countries and the amount of sulphur dioxide is limited. 
Sauternes are commonly sulphured. 

Hexamethylenetetraamine (urotropin) is used for concealing the pres- 
ence of sulphur dioxide used as a preservative. On distillation with acid 
the wine thus treated yields a distillate containing formaldehyde. 

Alum is sometimes employed to clarify and to improve the color and 
keeping qualities of wine. French and German laws prohibit its use. 

Common Salt also serves as a clarifier and preservative. While normal 
wines contain only traces of chlorine, under certain conditions the quantity 
is considerable, hence the following rather generous limits expressed in 
grams per Ioo cc.: Germany 0.05, France 0.10, Spain 0.20. 

Fruit Wines other than Grape.—Wines mostly of domestic manufac- 
ture are sometimes made from small fruits, such as raspberries, straw- 
berries, blackberries, gooseberries, elderberries, and currants, as well as 
from cherries, plums, and apricots. Wines made from most of these 
fruits readily undergo acetic fermentation unless antiseptics are added, 
or unless extreme care is taken in their manufacture and keeping. Most 
of the sour fruits require a liberal admixture of sugar to produce an accept- 
able wine. 

The following analysis of currant wine is due to Fresenius: 


g AYO) SN ES SR a eee ee ee 10.01% 
LR Ss Oe Rn ee oe eos 0.790% 
Stace Se eo ee Or ee Hes ences 11.94% 
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METHODS OF ANALYSIS OF WINE AND CIDER. 

For determination of specific gravity, alcohol, extract (by direct method), 
and ash, see pages 686-706. 

Calculation of the Extract in Wine.—Attention has already been called 
to the difficulty in accurately determining the extract of sweet wines 
gravimetrically by evaporation. An approximate determination of the 
extract may be obtained by calculation from the specific gravity of the 
dealcoholized liquor, or one may use for this purpose the tables compiled 
by Windisch, and based on experiments made on drying wine 7m vacuo 
at 75° C. In wines high in sugar, with more than 6% of extract, this 
method is far more accurate than drying at 100°, and is to be recommended. 

Evaporate a measured portion of the wine on the water-bath to one- 
fourth its volume, and dilute with water to exactly the volume measured. 
Determine the specific gravity of this dealcoholized liquid at 15.6°, and 
from the table on pages 727-729 ascertain the extract corresponding. 

_ Determination of Total Acidity.—Carbonated beverages are first 
freed from carbon dioxide by agitation as described on page 687, after 
which 25 cc. of the sample are heated just to the boiling-point and titrated 
with tenth-normal sodium hydroxide, using in the case of white wine 
neutral litmus solution as an indicator. With red wine delicate litmus 
paper should be used. Total acidity is usually expressed, in the case 
of cider as malic, and of wine as tartaric acid. Each cubic centimeter 
of tenth-normal alkali corresponds to 0.0067 gram malic, or 0.0075 gram 
tartaric acid. Some chemists express total acidity in terms of sulphuric 
acid, each cubic centimeter of tenth-normal alkali being equivalent to 
0.0049 gram of sulphuric acid. 

Volatile Acids in all liquors are usually expressed as acetic, although 
traces of propionic and other volatile acids may be present. 50 cc. of 
the cider or wine and a little tannic acid are transferred to a distilling- 
flask, Fig. 115, the stopper of which is provided with two tubes, one of 
which connects with the condenser, while the other, arranged to reach 
nearly to the bottom of the distilling-flask, communicates with a second 
flask which contains about 300 cc. of water. The contents of both flasks 
are brought to boiling, after which the flame under the distilling flask 
is lowered, and steam from the water-flask is passed through the wine 
till about 200 cc. of distillate have collected in the receiving-flask. 
Titrate this with tenth-normal sodium hydroxide, using phenolphthalein 
as an indicator. Each cubic centimeter of tenth-normal alkali is equiv- 

- alent to 0.006 gram acetic acid. 
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EXTRACT IN WINE. 
[AccorpINc To WINDISCcH.] 


Specific] Ex- || Specific] Ex- || Specific] Ex- || Specific] Ex- || Specific] Ex- || Specific] Ex- 
Gravity.| tract. ||Gravity.| tract. ||Gravity.| tract. ||Gravity.| tract. Gravity.| tract. ||Gravity.| tract. 
I.0000 | 0.00 1.0065 | 1.68 L.0N30 | 3.30 T.OL05 | 5.04 1.0260 | 6.72 1.0325 | 9.40 
I.000T | 0.03 1.0066 | 1.70 £-OLSL |) 3.38 1.0106 | 5.06 1.0261 | 6.75 1.0326 | 8.43 
I.0002 | 0.05 E.0067 | 1.73 E.0132 | 3.41 LT. OL07 |) 5.00 1.0262] 6.77 1.0327 | 8.46 
1.0003 | 0.08 xX 0008.) 1.76 LiOrs3) 3.43 Z.0198 | 5.11 1.0263 | 6.380 1.0328 | 8.48 
1.0004 | 0.10 || 1.0069 | 1.78 1.0134 | 3.46 |} T.0199 | 5.14 1.0264] 6.82 £70329: |) 8 ./§t 
1.0005 |] 0.13 || 1.0070 | 1.81 £.0835) |) 3-46) {| £.0200))] 5.17 | t.0265 || 6.85 | 1.0330) | 8.53 
%.0000 | O.15 TP J0O7Ia ©. 83 E.O8S0u) 03. 55 1.0201 | 5.19 1.0266 | 6.88 1.6331 | 8.56 
1.0007 | 0.18 || 1.0072] 1.86 L.0037 | 32:54 I.0202 | 5.22 1.0267 | 6.90 r.0332 | 8.59 
1.0008 | 0.20 || r.0073 | 1.88 || r.0138 | 3.56 || 1.0203 | 5.25 |} 1.0268] 6.93 || 1.0333] 8.61 
1.0009 | 0.23 1.0074} 1.91 1.0139 | 3-59 1.0204 | 5.27 17,0269 | 6.95 1.0334] 8.64 
I.0010 | 0.26 || 1.0075] 1.94 || 1.0140 | 3.62 || T.0205 | 5.30 || r.0270]| 6.08 || 1.0335 | 8.66 
I.Oorr | 0.28 || 1.0076] 1.96 || r.0141 | 3.64 || 1.0206] 5.32 E.O27r | 7.02 1.0336] 8.69 
I.0012| 0.31 1.0077 | I.99 1.0142 | 3.67 5.0207, 1) 5.35 1.0272) ||| "7..03 LOS 3 7oe2 
1.0013 | 0.34 || 1.0078 | 2.01 P5OTA3_| 3.60 1.0208 | 5.38 1.0273] 7.06 1.0338] 8.74 
1.0014 | 0.36 || 1.0079 | 2.04 || 1.0144] 3.72 || 1.0209 | 5.40 || r.0274] 7.08 || 5.0330 | 8.77 
¥.0015)| 0.30 1.0080 | 2.07 £.O9454) 4. 75° || 1.O027%O |) 5. 43 £.0275 | 7.32 1.0340 | 8.79 
1.0016 | 0.41 1.0081 | 2.09 © OL40) |) 327.7 E.O2TL | 5.45 1.0276] 7.13 1.0341 | 8.82 
I.O017 | 0.44 1.0082 | 2.12 I.0147 | 3.80 1.0212 | 5.48 1.0277) 7.16 1.0342 | 8.85 
1.0018 | 0.46 1.0083 |} 2.14 £.0148 | 3-82 || F.0273 |_ 5. 52 1.0278 | 7.10 T..0343: | (9.87, 
I.00I9 } 0.49 1.0084] 2.17 I.0149 | 3.85 WO2TA) Byes 1.0279] 7.21 1.0344 | 8.90 
1.0020] 0.52 1.0085 | 2.19 T.O0r50)| 3.87 EsO2E5 | .5...56 1.0280 | 7.24 1.0345 | 8.92 
1.0021 | 0.54 |} 1.0086] 2.22 TOTS Lal (3ixGON hk .02T0.) 558 1.0281 | 7.26 1.0346] 8.95 
X.0022']| 0.57 ||| L.008%e2.25 |! r.0152 | 3.03 || £.0277 | -5 6x 1.0282] 7.209 || 1.0347 | 8.07 
1.0023 | 0.59 || 1.0088 | 2.27 1.0153 | 3.95 || 1.0218 | 5.64 || 1.0283 | 7.32 1.0348 | 9.00 
I.0024 | 0.62 || 1.0089] 2.30 || r.0154 | 3.98 || 1.0219 | 5.66 || 1.0284] 7.34 || 1.0349 | 9.03 
1.0025! 0.64 || 1.0090] 2.32 || 1.0155 | 4.00 |’ 1.0229] 5.609 || 1.0285] 7.37 TOZSOl| (OLOs 
1.0026! 0.67 1.0091 | 2.35 1.0156 |] 4.03 £0220 | 5.92 1.0286 | ¥.39 1.0351 | 9.08 
1.0027 | 0.69 I.0092}| 2.38 1.0157 | 4.06 I.0222] 5.74 1.0287 | 7.42 T0352) ||) OnLO 
1.0028 |] 0.72 I.0093 | 2.40 I.0158 | 4.08 2.0223] 5.77 1.0288 | 7.45 F035 35 Oaks 
1.0029 | 0.75 || 1.0094] 2.43 || 1.0159 | 4.11 || 1.0224] 5.79 || 1.0280] 7.47 1.0354] 9.16 
1.0030 |.0.77 1.0005 2.45 TPLoroo0"| 4.73 1.0225 | 5.82 I.0290 7.50 1.0355 9.18 
1.0031 | 0.80 1.0096] 2.48 ©..0r6r | 4.16 1.0226 | 5.84 Z.0201 | 7.52 1.0356 | 09.27 
1.0032] 0.82 I.0097 | 2.50 1.0162 | 4.19 1.0227 | 5.847 1.0202 | 7.55 1.0357 | O223 
1.0033] 0.85 1.0098] 2.53 I ..0863,| 4. 25 1.0228 | 5.80 1.0203 | 7.58 1.0358 | 9.26 
1.0034 | 0.87 || 1.0099} 2.56 || 1.0164] 4.24 || 1.0229 | 5.92 1.0294 | 7.60 || 1.0359 | 9.29 
%.0035 || 0.00 || £.0200 | 2.56 || t.0165 || 4.26 || 1.02301) 5.04 || r.0205 | 7.63 1.0360} 9.33 
1.0030 | 0.93 ¥.0105 | 2.61% 1.0166 | 4.29 1.0231 | 5.07 1.0296 | 7.65 1.0361 | 9.34 
1,0037 | 0.95 1.0102 | 2.63 || 1.0167 | 4.31 || 1.0232] 6.00 || 1.0297 | 7.68 || 1.0362 | 9.36 
1.0038 | 0.98 || 1.0103 | 2.66 || 1.0168 | 4.34 || 1.0233 | 6.02 T.0298 || 7.70 ||| 1.0363 || 0.39 
I.0039 | 1.00 || 1.0104] 2.69 || 1.0169 | 4.37 1.0234 | 6.05 Bc O2O9H)) 773: 1.0364 | 9.42 
I-0040 | 1.03 £.O10S§ | 2.92 1.0170 | 4.39 || 1.0235 | 6.07 1.0300 | 7.76 || 1.0365 | 9.44 
L,OO4L'| (b.05 ENOxL0G | 2.74 "| t.OL7T || 4.42 t.0236 | 6.10 £,030n | 7.78 1.0366 | 9.47 
1.0042 | 1.08 L.O107 | 2.76 1.0172 | 4.44 T0237) \\ 16.22 1.0302 | 7.81 1.0367 | 9.49 
1.0043! 1.11 1.0108 |} 2.79 POET 3 | 4.49 1.0238] 6.15 1.0303 | 7.83 1.0368 | 9.52 
1.0044} 1.13 || 1.0109 | 2.82 || 1.0174] 4.50 1.0239 | 6.18 || 1.0304] 7.80 1, 0369 | 9.55 
1.0045 | 1.16 1.0110 | 2.84 L,O0L75\ | 4.52 1.0240 | 6.20 1.0305 | 7.80 1.0370) 9.57 
1.0046} 1.18 TsOLTT | 2.87 1.0176 | 4.55 Z.0241 | 6,23 T,03060 ] 7%. 92 P.0371r | 9.160 
1.0047 | 1.21 I.0112| 2.89 LOL 7 7? A 57 1.0242] 6.25 1.0307 | 7.94 1.0372 | 9.62 
1.0048 | 1.24 POLS S 82702 1.0178 | 4.60 1.0243 | 6.28 1.0308 | 7.07 f0373. |) 0. 65 
I.0049 | 1.26 1.0114! 2.94 |} 1.0179 | 4.63 1.0244 | 6.31 1.0309 | 7.99 1.0374 | 9.68 
I.0050] 1.29 I.O1rs | 2.07 1.0180 | 4.65 1.0245 | 6.33 1.0310 | 8.02 E0375) 01.70 
I.0052r | 1.32 I.0116} 3.00 || 1.0181 | 4.68 |; 1.0246 | 6.36 T.O31L | 8.04 || 1.0376 |, 0..73 
T.0052 | 21..34 LyOLE7 || 3'.02 1.0182 | 4.70 1.0247 | 6.38 T0112! 8.107 T1037 FeO gis 
F-00538 | 2.37 1.0118 | 3.05 Pe OLO3 | 45-73 1.0248 | 6.41 1.0313 | 8.09 1.0378 | 9.738 
1.0054 | 1,39 || 1.0119 | 3-07 1.0184 | 4.75 || 1.0249 | 6.44 1.0314 | (8.202 1.0379 | 9.80 
1.0055 | 1.42 I.0I120| 3.10 1.0185 | 4.78 || 1.0250] 6.46 1.0315 | 8.14 || 1.0380] 9.83 
1.0056] 1.45 EOD 2s eat 1.0186 | 4.81 || 1.0251 |] 6.49 I ,03T0'| 8.27 1.0381 | 9.86 
1.0057] 1.47 TlOme au as. 15 I.0787 | 4.83 TiO25 4) (6.5% Post 7a o.20 1.0382] 9.88 
1.0058 | 1.50 T.0F23 | 3.28 1.0188 | 4.86 1.0253 | 6.54 ©.031t8 || 8.22 1.0383] 9.91 
1.0059] 1.52 I.0124| 3.20 || 1.0189 | 4.88 || 1.0254] 6.56 || 1.0319] 8.25 1.0384] 9.03 
1.0060 }] 1.55 LOLI les 2s I.O0190+ 4.91 £40255 | 6.50 ¥,0320:| 8.27 1.0385 | 9.06 
1.0061 | 1.57 I.0126| 3.26 I.O191 | 4.04 £EVO25O |) 6:...62 E0321 |S. 30 1.0386 | 9.99 
1.0062] 1.60 FE CLD7 Wes2o I.0192 |] 4.96 Po257 1.0.64 DOs 224 S033 1.0387 |10.01 
1.0063 | 1.63 || 1.0128] 3.31 1.0103 | 4.99 || 1.0258] 6.67 || 1.0323] 8.35 || 1.0388 |10.04 
1.0064 | 1.65 || 1.0129] 3-33 || 1-0194]| 5-01 | 1.0259} 6.70 || 1.0324 | 8.38 || 1.0389 |10.06 
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FOOD INSPECTION AND ANALYSIS. 


EXTRACT IN WINE—(Continued). 
Specific] Ex- |! Specific] Ex- Specific] Ex- | Specific; Ex- Specific] Ex- || Specific] Ex- 
Gravity.| tract. | Gravity.| tract. | Gravity.} tract. |Gravity.| tract Gravity.| tract. ||Gravity.| tract. 
1.0390 | 10.09 || 1.0455 | 11.78]; 1.0520 | 13.47 1.0585 | 15.16 || 1.0650 | 16.86]| r.0715 18.56 
1.03091 | 10.11 || 1.0456 | 11.81 || 1.0522 | 13.40 12,0586 | 15.10 || 2.0657, | 16.88 || 1.0706 | £3.58 
1.0392 | 10.14) 1.0457 TLL O3il\ L1O522)| ma. 52 | 20537 45 122) ©. O05 20) TO. Oral mov 7a meonOm 
1.0303 | 10.17 || 1.0458 | 11.86 | 1.0523 | 13.55 1.0588 | 15.24|| 1.0653 | 16.94]|| 1.0718 | 18.63 
1.0394 | 10.19 || 1.0459 | 11.88 | 1.0524 | 13-57 1.0589 | 15.27 || 1.0654 | 16.96 || 1.0719 | 18.66 
1.0395 | 10.22 | 1.0460 Ir.91 |! 1.0525 | 13.60 | 1.0500 | 15.29 || 1.0655 | 16.99 || 1.0720 | 18.60 
1.0306 | 10.25 || £.046 |. 11.94 | T.0520 | 13.62 | r.0502 | 15. 321| 1.0656) 17.02 |, r.0720 || 28.47% 
1.0307 | 10.27 || 1.0462 IT.96 || £.0527 |-13.65 | 1.0502 | 15.35 || 1.0057 | 17.04 ||| x.0722 | 18-74 
1.0398 | 10.30 || 1.0463 | 11.99 | 1.0528 13.68 | 2.0503 | 15.37 ||| 1.06058 | 17.07 || 1.0723 | 18.476 
1.0399 | 19. 32 | 1.0464 2.02 |, 1.0520 | 13.79 1.0504 | 15-40 1.0059 17.00 E07 24) 18.79 
1.0400 | 10.35 | 1.0465 12.04 | 1.0530 | 13-73 | 1.0505 | 15.42 1.0660 | 17.12/) r.0725 | 18.82 
1.0401 | 10-37 || 1.0466 | 12.06 | r.053r | 13.75 | 1.0500 | 15.45 || 1.0661 [-27.14 || 1.0726 18.84 
1.0402 | 10.40 || 1.0467 | 12.09 | 1.0532 | 13.78 | 1.0507 15.48) ©.0662 | r75xr7 || z.0727 || 18.87 
1.0403 | 10.43 || 1.0468 | 12.12 | 1.0533 | 13.81 | T.0508 | 15.50 || 1.0663 | 17.20]| 1.0728] 18.90 
1.0404 | 10.45 || 1.0469 | 12.14 | 1.0534] 13.83 | T.0590-| 15.53 || 1.0664 | 17.22]] 1.0720 18.092 
1.0405 | 10.48 || 1.0470 | 12.17 | 1.0535 | 13.86 | 1.0600 / 15.55 || 1.066 $ 
1.0406 | 10.51 || 1.0471 | 12.19 | 1.0536 | 13.89 | 1.0601 ies aecaee shes ee ae 
T-o4o7 ||) L053) 4.0472) £2.22 | ©.0537) | TZ\o1 |) F.0002) ers Or Il obO7 |r. SOllllmaoiie ail me iS 
1.0408 | 10.56 |] 2.0473 | 12.25 | 1.0538 | 13.04 | 1.0603 | 15.63 || 1.0668 | 17.33 1.0733 rele 
1.0409 | 10.58 |) 1.0474 | 12.27 | 1.0539 | 13.96 | 1.0604 | 15.66] 1.0669 | 17.35 1.0734 gah 
1.0410 | 10.61 || 1.0475 | 12.30 | 1.0540 | 13.99 | 1.060 15.68 .06 
1.0411 | 10.63 || 1.0476 | 12.32 | £.0541 | 14.01 ace eee oon ae eee 1008 
I,0412 | 10.66 || 1.0477 | 12.35 | 1.0542] 14.04 | 1.0607 | 15.74| 2.0672] 17.43 1.0737 aah 
1.0413 | 10.69 || r.0478 | 12.38 | £.0543 | 14.07 | 1.0608 | 15.76) 1.0673 | 17.46 ]| 1.0738 | x ae 
1.0414 | 10.71 || 1.0479 | 12.40 | 1.0544 | 14.09 | 1.0609 | 15.79| 1.0674 | 17.48 1.0730 rouge 
I.0415 | 10.74|| 1.0480 | 12.43 | 1.0545 | 14.12 | 1.0610 | 15.81 
1.0416 | 10.76]| 1.0481 | 12.45 | 1.0546 | 14.14 | r.0611 ae pay eal eae ata 
T0417) | 10.70 ||) B.osi82)| 12,48 || x os47 | 14.17) |r .cOm2 25.187) x 706 6) < eare 
| -0077 | 27.5 L.0742 | To. 26 
1.0418 | 10.82]; 1.0483 | 12.51 | 2.0548 14.20 | r.0613 | 15.89] 1.0678 | 17.591! r.0 
1.0419 | 10.84]| 1.0484 | 12.53 | 1.9549] 14.22 | 1.0614 | 15.92] 1.06709 17.62 | eons Bae 
1.0420 || 10.87 ||| 1.0485 | 12.56 | T0550 | 14.2 1.061 sober 
1.0421 | 10.90 || 1.0486 | 12.58 | 1.0551 eae Re Gie ener wes Sty Puonue Bes 
1.0422 | 10.92]| 1.0487 | 12.61 | 2.0552 | 14.30 | 1.0617 | 16.00] 1.0682 17.6 z. ia oeae 
I,0423, | 1O.95)||| 1.0488 | 12.64 | T.0553)| 14.33 | £.0028 |) 16.02)| 1.0683 Sree alae Saye 
1.0424 | 10.07], 1.0489 | 12.66 | 1.0554] 14.35 | 1.0629 | 16.05 , 1.0684 17.75 Bets Sei 
Z.O425 | TI.00 |, T.0490'| T2.60'"| £..0555 | 14.38 || 1.06 6. 
TOA 2ON | T OS IIL OA OL L2).7k ie OS 50 ae aay cele a ae te apeoged 
1.0427 | I1.05: 1.0492 | 12.74 | 1.0557 || 14.43 | £.0622 |) 16.173) 1.0687 | x “8 pee ee ae 
1.0428 | 11.08 | 1.0493 | 12.77 || 1.0558 14446 |. 2.0623 | 16.15 1.0688 ee a todhe ee 
I.0429 | II.10 || 1.0494 | 12.79 | 1.0559 | 14.48 | 1.0624 | 16.18 1.0689 188 ane: ee 
| . : 
7.0430 | FF .13)|| 1.0405 | £2.82 | 1.0560 | 14.52%) z.062 6 
T.O43F | £1.15 |||| P.0496,|| ne.84 | 7.0567 See Deece ee ae pe oe se) eouneea es 
1.0432 | 11.18 ]| T.0497 | 12.87 | 1.0562 | 14.56|| 1.0627 | 16.26 1.0692 Bera BY Os 
I.0433 | Il.21 || 1.0498 | 12.90 | 1.0563 | 14.50 || 1.0628 | 16.28 1.0603 ae cones ee 
TOA ZA Er 23 || 110 Tov a 3 : ; Boe 
499 oe 1.0564 | 14.61 |} 1.0629 | 16.312 || 1.0604 | 18.01 E0750) |) Bow ya 
1.0435 | 12.2 I ./6500 | 12.95 | 2.0565 | r4.6 I.06 
EOAZO || Pea25ni f.O50r || £2).07 ||| TOs 00 es I obaa ae eee sie ||pecierse sols 
LO437 | LL 63 || 1.0502) || r3).0 ; ms Ere 23500 |e somOn esea7e 
5 3.90 || 2.0507 | 24.60 ||| £0632 | 16 6 
eae ig dls or +39 || 1.06907 | 18.08 ]| 1.0762] ro. 
: ve . 4 1.0503 | 13.03 || 1.0568 | 14.72], 1.0633 | 16.41 || r.0608 | 18.11 || x 0763 ie 
, ‘ I.0 i i 
30 3 504 | 13.05 | 1.0569 | 14.74] 1.0634 | 16.44 |] 1.0699 | 18.14 1.0764 EO 
T0440 | DL. 39)|||| 1.0505 | 13.08) jx. 
1.0441 | 11.42|] 1.0506 ze ge A oeoe iaibe ! ea oe cee es tnd lle te ee MeO 
rouse lux. 442-0507 |'n3.6 | xcoer al Easels con mieGee Mie aac aero P27 8G (988 
Sere 11.47 || 1.0508 | 13.16] 1.0573 | 14.85 || 1.0638 | 16.54 Pores relay oh) ae 
0 Tae 1.0 : i ; Zee OQ. 
444 49 509 | 13.18 , 1.0574 | 14.87 || 1.0630 | 16.57]| 1.0704 18.27 || 1.0760 Poca 
T0445 | TL. 52)\|'t Jo510 | 13.21 |) Tjo5%s || r4.90 || 2. : 
esc uted co \aiocealaa’ aa] ahecwe ee : ee gore ees 18.30;; 1.0770] 20.00 
EiSgan Nise. 57 ll 218814 \\a5.a6)| f.onss Wien oe Ace ope 1.070 18.32]! 1.0771 | 20.02 
1.0448 | 11 be I.0513 | 13.29] 1.0578 is een eee eye! oe D077 2 ||| 20.105) 
1.0449 | 11.62]| r.0514 | 13.31 ; ; : : BOO || COUHEY | 250 
4 3-3 | 1.0579 | 15.00/| 1.0644 | 16.70]] 1.0700 18.40 || 1.0774] 20 sh! 
1.0450 | 12.65 ]| 1.0515 | 13.34]) r.0580] rs. 3 
1.0451 | 11.68]| r-0516 | 13.36 || 1.0581 iooee oe moe Ee pune Pace 
1.0452 | II.70]/ 1.0517 | 13.39 |! 1.0582] 15.08]| 1.0647 16.78 iewes reeds ererne ee ZS 
1.0453 | I1.73, T0518) | 3).42) |; 1.0583 | rs nnn 1.0648 16.80 econ ae aia 20-28 
1.0454 | 11.75 || 1.0519 | 13.44| 1.058 : ‘ PN WSO Oa) 
4 | 564 | 15.14]| 1.0649 | 16.83 ]| 1.0714 | 18.53 || 1.0779 20.23 
: | 
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EXTRACT IN WINE—(Continued). 


729 


Specific} Ex- || Specific] Ex- || Specific! Ex- || Specific] Ex- | Specific] Ex- Specific] Ex- 

Gravity.) tract. ||Gravity.| tract Gravity. | tract. ||Gravity.| tract. | Gravity.| tract. ||Gravity.| tract 
1.0780 | 20.26 || 1.0845 |.21.96 || 1.0010 | 23.67 || r.0075 | 25.38] 1.1040 27/509) || LiL LOS || 26.91 
1.078r | 20.28 || 1.0846 21.90 || T.0o1T | 23.70 || 1.0976 | 25.41]. r.1041 | 27.12 || 1.1106 | 28.83 
1.0782 | 20.31 |) 1.0847 | 22.02 || 1.0912 | 23.72 || 1.0077 | 25.43 I.1042 | 27.15 || 1.1107 | 28.86 
1.0783 | 20.34 || 1.0848 | 22.04 || 1.0913 | 23.75 || 1.0078 | 25.46 1.1043 | 27.17 || 1.1108 | 28.88 
1.0784 | 20.36 || 1.0849 | 22.07 || 1.0914 | 23.77 || 1.0079 | 25.40 | r.1044 | 27.20 || 1.1109 | 28.01 
1.0785 | 20.39 || 1.0850 | 22.09 || r.0915 | 23.80 || 1.0980 | 25.51 |! 1.1045 | 27.22 || 1.1110 28.04 
1.0786 | 20.41 || 1.0851 | 22.12 /| r.0916 | 23.83 || r.008z | 25.54|! 1.1046 | 27.25 || r.111r1 28.96 
1.0787 | 20.44 || 1.0852 | 22.15 || r.00r7 | 23.85 || r.0982-| 25.56]| 1.1047 | 27.27 || x. 1112 28.00 
1.0788 | 20.47 || 1.0853 | 22.17 || 1.0918 | 23.88 || 1.0983 | 25.50|! 1.1048 | 27.30 || 1.1113] 29.02 
1.0789 | 20.49] 1.0854 | 22.20]| 1.0919 | 23.01 || 1.0084 | 25.62]|| 1.1049 | 27.33 || 1.1114 | 20.04 
1.0790 | 20.52] 1.0855 | 22.22]|| 1.0920 | 23.093 || 1.0985 | 25.64] 1.1050 | 27.35 || r.1115 | 29.07 
I.0791 | 20.55] 1.0856 | 22.25 || r.0921 | 23.96 || 1.0086 | 25.67 || 1.1051 | 27.38 || 1.1116 | 29.00 
1.0702 | 20.57| 1.0857 | 22.28 || 1.0922 | 23.90 || 1.0987 | 25.70 || 1.1052 | 27.41 || 1.1117 | 29.12 
I.0793 | 20.60] 1.0858 | 22.30]|| 1.0923 | 24.01 || 1.0088 | 25.72]|| 1.1053 | 27.43 || 1.1118] 20.15 
1.0794 | 20.62] 1.08509 | 22.33 || 1.0924 | 24.04 || 1.0989 | 25.75 || 1.1054 | 27.46 || 1.1119 | 29.17 
1.0795 | 20.65 || 1.0860 | 22.36 || 1.0925 | 24.07 || r.0990 | 25.78|| r.1055 | 27.40 || 1.1120 | 29.20 
1.0796 | 20.68 || 1.0861 | 22.38 || 1.0926 | 24.09 || r.0901 | 25.80]|| r.1056 | 27.51 || 1.1121 | 20.23 
1.0707 | 20.70] 1.0862 | 22.41 || 1.0927 | 24.12 || 1.0992 | 25.83 || 1.1057 | 27.54 || 1.1122 | 29.25 
1.0798 | 20.73] 1.0863 | 22.43 || 1.0928 | 24.14 || 1.0903 | 25.85 || 1.1058 | 27.57 || 1.1123 | 29.28 
I.0799 | 20.75 || 1.0864 | 22.46 |] 1.09209 | 24.17 || 1.09094 | 25.88] 1.1059 | 27.59 || 1.1124 | 29.31 
1.0800 | 20.78|| 1.0865 | 22.40 || 1.0930 | 24.20 || 1.0005 | 25.91 |, 1.1060 | 27.62 || r.1125 | 29.33 
I.08or | 20.81 || 1.0866 | 22.51 || r.0931 | 24.22 || 1.0906 | 25.93]; T.1061 | 27.65 || 1.1126 | 29.36 
1.0802 | 20.83 || 1.0867 | 22.54 || 1.0932 | 24.25 || 1.0907 | 25.96|| 1.1062 | 27.67 || 1.1127 | 29.30 
1.0803 ' 20.86 || 1.0868 | 22.57 || 1.0933 | 24.27 |] 1.0908 | 25.99 || 1.1063 | 27.70 || 1.1128 | 29.41 
1.0804 | 20.89 || 1.0869 | 22.59 || 1.0934 | 24.30 | 1.0999 | 26.01 || 1.1064 | 27.72 || 1.1129 | 29.44 
I.0805 |} 20.91 || 1.0870 | 22.62 || 1.0935 | 24.33 | 1.1000 | 26.04]! 1.1065 | 27.75 || 1.1130 | 29.47 
1.0806 | 20.941| 1.0871 | 22.65 || 1.0936 | 24.35 | 1.1001 | 26.06] 1.1066 | 27.78 || 1.1131 | 29.40 
E0509 || 20.96] F.0872 | 22.67 :|) $.0037 || 24.38:|| £32003) | 26.00) 1.1067 | 27.80 1.5532 | 20.54 
1.0808 | 20.99 || 1.0873 | 22.70 }| 1.0938 | 24.41 || 1.1003 | 26.12 || 1.1068 | 27.83 || 1.1133 | 29.54 
4.0809 | 21.02]| 1.0874 | 22.72 || 1.0939 | 24.43 || 1.1004 | 26.14]|| 1.1069 | 27.86 || 1.1134 | 29.57 
Z.08r0 | 22.04 || 1.0875 | 22.75 || 1.0040 | 24.46 || r.1005 | 26.17] 1.1070 | 27.88'|| 1.1135 | 29.60 
1.0811 | 21.07 || 1.0876 | 22.78 || t.0941 | 24.49 || 1.1006 | 26.20] 1.1071 | 27.96 || 1.1136 | 29.62 
1.0812 | 21.10 || 1.0877 | 22.80 || 1.0942 | 24.51 || 1.1007 | 26.22 | £1072 | 27.93 || 2.1137 | 20.65 
Z08t3Z ; 24.12) £0878 | 22.83 || r.0043 | 24.541) 4.8008 | 26.25 |, 1.1073 | 27.961) 1.1138 | 20.68 
1.0814 | 21.15 1.0879 | 22.86 || 1.0944 | 24.57 || 1.1009 | 26.27 || 1.1074 | 27.909 }| 1.1139 | 29.70 
1.0815 | 21.17]! 1.0880 22.88 1.0045 | 24.50 | 1.1010 | 26.30] 2.1075 } 28.01 || 1.1140] 29.73 
1.0816 | 21.20]! 1.0881 | 22.91 || 1.0046 | 24.62 }| 1.1011 | 26.33] 1.1076 | 28.04/| 1.1141 | 29.76 
1.0817 | 21.23 1.0882 | 22.03 ]|| 2.0047 | 24.64 || 1.1012 | 26.35 || 1.1077 | 28.07 || r.1142 | 29.78 
r.0818 | 21.25 | 1.0883 | 22.96|| 1.0948 | 24.67 || 1.1013 | 26.38 || 1.1078 | 28.09]| 1.1143 | 29.81 
I.0819 | 21.28 | 1.0884 | 22.99 || 1.0049 | 24.70 || 1.1014 | 26.41 || 1.1079 28.12|/ 1.1144 | 29.83 
1.0820 | 21.31 | 1.0885 | 23.01 || 1.0950 | 24.72]|| 1.1015 | 26.43 || 1.1080 | 28.15 || r.1145 | 29.86 
1.0821 | 21.33 | 1.0886 | 23.04]|| r.0051 | 24.75 || 1-1016 | 26.46 ]| 1.1081 | 28.17 || §.1146] 29.89 
1.0822 | 21.36 | 1.0887 | 23.07 || £.0052 | 24.78 || 1.1017 | 26.49 || 1.1082 | 28.20]|| ©.1147 | 29.91 
1.0823 | 21.38 | 1.0888 | 23.09 || 1.0053 | 24.80 || 1.1018 | 26.51 || 1.1083 | 28.22 || 1.1148] 20.94 
1.0824 | 21.41 || 1.0889 | 23.12 || 1.0954 | 24.83 || 1.1019 | 26.54 || 1.1084 | 28.25 || 1.1149 | 29.96 
1.0825 | 21.44'| 1.0890 | 23.14|| 1.0055 | 24.85 | 1.1020 | 26.56 || 1.1085 | 28.28]|| 1.1150} 29.99 
1.0826 | 21.46 | 1.0892 | 23.17 || 1.09056 | 24.88 || 1.1021 | 26.59 || 1.1086 | 28.30]| 1.1151 | 30.02 
1.0827 | 21.49 || 1.0892 | 23.20|| 1.0057 | 24.91 || 1.1022 | 26.62]| 1.1087 | 28.33 || 1.1152] 30.04 
1.0828 | 21.52 | 1.0893 | 23.22|| 1.0058 | 24.93 || 1.1023 | 26.64]| 1.1088 | 28.36 || 1.1153 | 30.07 
1.0829 | 21.54'| 1.0894 | 23.25]|| 1.0959 | 24.96|| 1.1024 | 26.67 || 1.1089 | 28.38 || 1.1154] 30.10 
1.0830 | 21.57!| 1.0895 | 23.28] 1.0960 | 24.99 | 1.1025 | 26.70 || 1.1090 | 28.41 || 1.1155 | 30,13 
1.0831 | 21.59 | 1.0896 | 23.30]/ 1.0961 | 25.01 | 1.1026 | 26.72 || 1.1091 | 28.43 || 1.1156 | 30.15 
1.0832 | 21.62 | 1.0897 | 23.33 || 1.0962 | 25.04 | 1.1027 | 26.75 || 1.1092 28.40) Tn t25% || 30203 
1.0833 | 21.65 | 1.0808 | 23.35 || 1.0963 | 25.07 | 1.1028 | 26.78 || 1.1003 | 28.49 || 1.1158 | 30.21 
1.0834 | 21.67 1.0899 | 23.38]|| 1.0964 | 25.09 || 1.1029 26.80 || r.1094 | 28.51 || 1.1159 | 30.2 
1.0835 | 21.70|| 1.0900 | 23.41 || 1.0965 | 25.12 || 1.1030 | 26.83 || 1.1095 | 28.54 

1.0836 | 21.73 | r.0901 | 23.43 || 1.0066 | 25.14 || 1.1031 | 26.85 || 1.1096 | 28.57 

1.0837 | 21.75 | 1.0902 | 23.46 || 1.0067 | 25.17 || 1.1032 | 26.88 || 1.1097 | 28.59 

1.0838 | 21.78 | 1.0903 | 23.49 || 1.0968 | 25.20 || 1.1033 | 26.91 || 1.1008 | 28.62 

1.0839 | 21.80 || 1.0904 | 23.51 |j 1.0969 | 25.22 || 1.1034 | 26.93 || 1.1099 | 28.65 

1.0840 | 21.83 | 1.0905 | 23.54|| 1.0970 | 25.25 || 1.1035 | 26.96 || 1.1100 28.67 

1.0841 | 21.86 || 1.0906 | 23.57 || 1.0971 | 25.28 || 1.1036 | 26.99 || 1.1101 | 28.70 

1.0842 | 21.88 || 1.09007 | 23.59|| 1.0072 | 25.30 ]|| 1.1037 | 27.01 || 1.1102 28.73 

1.0843 | 22.91 || 1.0908 | 23.62 || 1.0673 | 25.33 || 1.1038 | 27.04]|] 1.1103 28.75 

1.0844 | 21.94 | 1.0909 | 23.65 || 1.0074 | 25.36]| 1.1039 | 27-07 || I.1104 28.78 
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Fic. 115.—Hortvet’s Apparatus for Determining the Volatile Acids in Wine. 
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Horivet Method.*—The apparatus (Fig. 115) consists of a 300-cc. 
flask into the neck of which is fitted a 200-cc. cylindrical flask, with a 
steam tube, a bulb-trap leading to a condenser, and a stop-cock funnel. 
The procedure is as follows: Pour 150 cc. of recently boiled water into 
the larger flask, attach the smaller flask by means of a section of rubber 
tubing, run in to cc. of wine (previously freed from carbonic acid), 
close the stop-cock and boil. In extreme cases add to the wine a small 
piece of paraffin to prevent foaming. When the water has boiled a 
moment, close the tube at the side of the larger flask and distil until 
7o cc. of distillate have passed over. Transfer to a beaker, without 
discontinuing the distillation, and titrate, using phenolphthalein as in- 
dicator. Continue the distillation until the last 10 cc. portion requires 
not more than one drop of tenth-normal alkali for neutralization. Usually 
80 or go cc. of distillate includes practically all of the volatile acids. Cool 
’ the apparatus, thus allowing the wine residue to be drawn back into the 
lower flask, rinse with boiled water, and reserve the total liquid for deter- 
mination of non-volatile acids. 

Cruess and Bettoli Method.t—Shake 75 cc. of the wine with bone 
black free from carbonates, filter, and titrate 20 cc. of the decolorized 
filtrate with N/io alkali using phenolphthalein as indicator. Place 
another aliquot of 20 cc. of the decolorized wine in a 200-cc. Erlenmeyer 
flask, add 2 grams of sodium chloride, and evaporate rapidly until sodium 
chloride separates copiously and the liquid begins to spatter. Dilute with 
20 cc. of water and repeat the operation. Dilute a second time and titrate 
with N/to alkali as before. The difference between the two titrations 
multiplied by 0.03 gives the amount of volatile acids in grams per Ioo cc. 

Detection of Free Tartaric Acid.—WNessler’s Method.—Some pow- 
dered cream of tartar is added to a portion of the wine in a corked flask, 
which is shaken from time to time, and the liquid finally filtered. To 
the filtrate is added a little 20% potassium acetate solution. If free 
tartaric acid is present, on stirring and especially after standing for some 
time, there will be a precipitate of cream of tartar. 

Determination of Total Tartaric Acid.—Hartmann and Eoff Method.t 
—Neutralize too cc. of the wine with N sodium hydroxide to counteract the 
influence of free mineral acids, especially phosphoric; if more than Io cc. 


_ * Jour. Ind. Eng. Chem., 1, 1909, p. 31. 
{ Ses. Int. Cong. Vit. Off. Rep., 1915, 263. 
t U.S. Dept. of Agric., Bur. of Chem., Bul. 162, 1913, p. 72; Jour. Assn. Off. Agric. 
Chem., 2, II, 1917, p. 182. 


732 FOOD INSPECTION AND ANALYSIS. 


are required evaporate to about 1oo cc. Dissolve in the solution for 
each cc. of alkali added 0.075 gram accurately weighed, powdered c.p. 
tartaric acid, dried for 2 hours at 100° C. Add 2 cc. of glacial acetic 
acid and 1s grams of potassium chloride, stir until dissolved, then add 
15 cc. of 95% alcohol, and stir vigorously until cream of tartar begins to 
precipitate. Allow to stand for at least 15 hours in an ice box, decant 
onto a Gooch crucible or Biichner funnel, and carefully wash the precipi- 
tate and filter three times with a solution of 15 grams of potassium chloride 
in 20 cc. of 95% alcohol and too cc. of water, using a total of not more 
than 20 cc. Return contents of the crucible or funnel to the beaker, 
rinsing with 50 cc. of hot water, heat to boiling, and titrate the solution 
while hot with N/1o sodium hydroxide using phenolphthalein as indicator. 
Add to the number of cc. required 1.5 to correct for solubility of cream of 
tartar and multiply by o.o15 to obtain the total weight of tartaric acid 
present in the solution. Subtract from the product the weight of tartaric 
acid added, thus obtaining the total tatraric acid present in 100 cc. of 
wine. 

Determination of Cream of Tartar.—Exhaust the ash of 50 cc. of wine 
with hot water on a filter, add 25 cc. of N/1o hydrochloric acid, heat 
to incipient boiling, and titrate with N/io alkali solution, using litmus 
as indicator. Deduct from 25 cc. the number of cc. of N/1o alkali em- 
ployed, and multiply the remainder by 0.0188 to obtain potassium bitar- 
trate in grams. ; 

Determination of Free Tartaric Acid.—Add 25 cc. of N/1o hydro- 
chloric acid to the ash of 50 cc. of wine, heat to incipient boiling, and titrate 
with N/ro sodium hydroxide, using litmus as indicator. Deduct the 
number of cc. of alkali employed from 25, and multiply the remainder by 
0.0075 to obtain the amount of tartaric acid necessary to combine with all 
the ash (considering it to consist entirely of potash). Deduct the figure 
so obtained from the total tartaric acid. The difference is the amount of 
free tartaric acid. 

Determination of Lactic Acid.—Mdéslinger Method * Modified by Bara- 
giola and Schuppli.t—Distil in steam 25 cc. of the sample and 25 cc. of 
water in von der Heide’s fractionating apparatus until 200 cc. have been 
collected. ‘Transfer the residue to a small dish, add s cc. of 10% barium 
chloride solution and hot saturated barium hydroxide solution to neutral 


* Zeits. Unters. Nahr. Genussm., 4, 1901, p. 1123. 
} Ibid., 27, 1914, p. 842. 
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reaction, then 2 to 4 cc. in excess, and heat for ten minutes on a water- 
bath. Add hydrochloric acid until neutral to azolitmin paper, evaporate 
to 1o to 15 cc., taking care that the reaction remains neutral, transfer to a 
graduated cylinder, rinsing with water, and make up to 25 cc. Add 95% 
alcohol gradually with shaking up to Ioo cc. and after standing for several 
hours again adjust the volume to roo cc. and filter. To 75 cc. of the 
filtrate add 25 cc. of 5% sodium sulphate solution, shake, filter after stand- 
ing fifteen minutes, evaporate 75 cc. of the filtrate in platinum, and ignite 
to whiteness. Take up the ash in water, add an excess of N/1o hydro- 
-chloric acid, heat for five minutes on a water-bath, and titrate back with 
standard alkali using azolitmin paper, cI orange, or phenolphthalein 
as indicator. 

To obtain the lactic acid in grams per liter multiply the corrected 
number of N/ro acid by 0.64. 

Méoslinger Method Modified by Roettgen.*—Distil 50 cc. of the wine 
in a fractionating apparatus, provided with a column containing glass 
beads, until 200 cc. have passed over. To the residue add 5 cc. of 20% 
sulphuric acid, extract for twenty-four hours with ether in a continuous 
flow apparatus, add 30 cc. of water to the extract, and remove the ether by 
cautious distillation. To the residue add barium hydroxide solution to slightly 
alkaline reaction, heat for fifteen minutes on a water-bath, taking care that the 
solution remains slightly alkaline, then neutralize with N/4 hydrochloric 
acid, evaporate to Io cc., and transfer to a 1oo-cc. graduated flask, rinsing 
with 5 cc. of hot water and 95% alcohol. Make up to the mark with 95% 
alcohol, cool to 15° C. with shaking, and after thirty minutes at that tem- 
perature again make up to the mark, and allow to stand two hours longer 
at 15° C. Filter into a graduated cylinder, cool to 15°, read the volume 
of the filtrate, then evaporate in a platinum dish, ignite, cool, and titrate 
with N/4 hydrochloric acid. 

Calculate as in the Baragiola and Schuppli modification, taking 
account of the amount of wine used, the aliquot, and the strength of 
the standard solution. 

Determine free lactic acid in the same manner except that no aalplinttte 
acid is added after distillation. 

Results obtained by Roettgen indicate that all or practically all of the 
lactic acid present in wine exists in the form of free lactic acid. 


_ -*Zeits. Unters. Nahr. Genussm., 24, 1912, p. 113; 26, 1913, Pp. 437; 30, 1915, Pp. 204; 
34, 1917, D. 198. 
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Polarization.—Treat a measured amount of wine or cider with one- 
tenth of its volume of lead subacetate, filter and polarize the filtrate in 
the 200 mm. tube. The reading is increased by 10% for the true direct 
polarization. 

If the reducing sugars are also to be determined, the same solutions 
may be used for both the polarization and the reducing sugars as 
follows: 

Exactly neutralize with sodium hydroxide solution 200 cc. of the wine, 
using litmus paper as an indicator, and evaporate on the water-bath 
to about one-fourth its original volume. Wash with water into a 200 cc. 
flask, add enough normal lead acetate solution to clarify, and make up 
with water to the mark. Filter and to the filtrate add powdered sodium 
sulphate or carbonate sufficient to precipitate the lead, again filter and 
polarize before and after inversion (page 610). 

Determination of Reducing Sugars.— Determine reducing sugars 
in portions of the wine treated as described in the preceding section, after 
dilution so as not to contain above 0.5% of sugar for the Defren and the 
Munson and Walker methods or above 1% of sugar for the Allihn method. 
One may assume 2% as the sugar-free extract of wine, the number of 
volumes of water to be added to the filtrate being determined by the dif- 
ference between 2 and the total extract as determined. 

Determination of Glycerol.—In Dry Wines.—Evaporate 100 cc. of 
the wine in a porcelain dish on the water-bath to about 10 cc., add about 
5 grams of fine sand and from 3 to 4 cc. of milk of lime (containing about 
15% of calcium oxide) for each gram of extract present and evaporate 
nearly to dryness. Treat the moist residue with 50 cc. of 95% (by vol.) 
alcohol, remove the substance adhering to the sides of the dish with a 
spatula, and rub the whole mass to a paste. Heat on a water-bath, with 
constant stirring, to incipient boiling and decant through a filter into a 
small flask. Wash by decantation with ro cc. portions of hot 95% alcohol 
until the filtrate amounts to about 150 cc. Evaporate the filtrate to a 
sirup on a hot, but not boiling, water-bath, transfer to a small glass- 
stoppered graduated cylinder with 20 cc. of absolute alcohol, and add 3 
portions of ro cc. each of absolute ether, shaking throughly after each 
addition. Let stand until clear, then pour off through a filter and wash 
the cylinder with a mixture of absolute alcohol and absolute ether 
(1:1.5), pouring the wash liquor also through the filter. Kvaporate the 
filtrate to a sirup, dry for one hour in a boiling-water oven, weigh, ignite, 
and weigh again. ‘The loss on ignition gives the weight of glycerol. 
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A more accurate method is that proposed by Ross and described under 
vinegar, page 8or. 

In Sweet Wines.—If the extract exceeds 5% heat 100 cc. to boiling 
in a flask and treat with successive small portions of milk of lime until the 
color becomes at first darker and then lighter. When cool add 200 cc. 
of 95% alcohol, allow the precipitate to subside, filter, and wash with 95% 
alcohol. With the filtrate thus obtained proceed as directed for dry 
wines. 

Determination of Potassium Sulphate.—Acidify too cc. of the sample 
with hydrochloric acid, heat to boiling, and add an excess of barium 
chloride solution. Filter, wash, dry, ignite, and weigh as barium sul- 
phate, calculating the equivalent of potassium sulphate. 

Determination of Sodium Chloride.—To so cc. of the wine add sodium 
carbonate solution until alkaline, evaporate, burn at low redness and 
determine chlorine gravimetrically as silver chloride. 

Detection of Nitrates——Egger Method.*—Treat a few drops of the 
wine in a porcelain dish with 2 or 3 cc. of concentrated sulphuric acid 
which contains about o.1 gram of diphenylamin per too cc. The deep 
blue color formed in the presence of nitrates appears so quickly that 
it is not obscured, even in sweet wine, by the blackening produced by 
the action of sulphuric acid on the sugar. In the case of red wines 
clarify with lead subacetate, removing the excess with sodium sulphate. 

Determination of Tannin. — Neubauer-Léwenthal Method.* — The 
reagents are those given on pages 429 and 430, also finely pulverized bone 
black extracted with hydrochloric acid and washed with distilled water 
until neutral. It should be kept covered with water. 

Dealcoholize too cc., dilute with water to the original volume, transfer 
ro cc. to a porcelain dish of about 2 liters capacity, add about a liter of 
water and exactly 20 cc. of indigo solution. Add tenth-normal potassium 
permanganate solution, one cc. at a time, until the blue color changes 
to green, then a few drops at a time until the color becomes golden yellow. 
Designate the number of cubic centimeters of permanganate solution 
employed as “a.” 

Treat 10 cc. of the dealcoholized wine, prepared as above, with bone- 
black for fifteen minutes; filter and wash thoroughly with water. Adda 
liter of water and 20 cc. of indigo solution and titrate with permanganate 


* U.S. Dept. of Agric., Bur. of Chem., Bul.*107 (rev.) p. 88. 
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as above. Designate the number of cubic centimeters of permanganate 
employed as “ 0.” 

Then a—b=c, the number of cubic centimeters of ‘permanganate 
solution required for the oxidation of the tannin and coloring matter in 
to cc. of wine. 1 cc.=0.004157 gram of tannin. 

Detection and Determination of Preservatives.—See Chapter XVIII. 

Detection of Colors.—Dupré Method.*—Dissolve 1 part of pure 
gelatin in 10 parts boiling water, pour upon a plate to harden and cut into 
2cm. cubes. Immerse one of the cubes in the suspected sample, allow 
to remain for twenty-four hours, wash slightly in cold water, and cut 
through with a knife. If the color is a natural one, it will lightly tinge 
the outer surface of the cube, but will not permeate far below the surface, 
so that the inner portion of the cross-section will be largely free from color. 
Nearly all foreign coloring matters used in wine, such as most coal-tar 
dyes, cochineal, Brazil wood, logwood, etc., will be found to deeply per- 
meate the jelly cube often to the center. Information as to the nature of 
the color may sometimes be gained by immersing the dyed jelly cube in 
weak ammonia. If the color be rosanilin, the cube is decolorized; if 
cochineal, a purple coloration will result, and if logwood, a brown tinge. 

Cazeneuve Method.—While by no means complete and not of recent 
origin the scheme of Cazeneuve (page 737) as condensed and arranged by 
Gautier (La Sophistication des Vins) will often be found helpful. IE 
other colors than these are evidently present, tests should be made as 
indicated in Chapter XVII. Cazeneuve employs the following reagents: 

(1) Yellow oxide of mercury, finely pulverized. 

(2) Lead hydrate, freshly precipitated, well washed, suspended in 
about twice its volume of water; to be kept in a stoppered bottle; should 
be renewed after several days’ use. 

(3) Gelatinous ferric hydrate, well washed from ammonia, suspended 
in about twice its volume of water. 

(4) Manganese dioxide, pulverized. 

(5) Concentrated, chemically pure sulphuric se 

(6) White woot. 

(7) Stannous hydrate, ene precipitated, well washed, suspended in 
water, and kept from exposure to light and air. 

(8) Collodion silk, the artificial silk produced from nitro-cellulose. 
This fiber has a special affinity for basic dyes. 


* Jour. Chem. Soc., BU Daas ii2e 
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MALT LIQUORS. BEER. 


In its widest sense beer may be defined as the product of fermentation 
of an infusion of almost any farinaceous grain with various Litter extract- 
ives, but unless otherwise qualified it should be strictly applied to the 
beverage resulting from the fermentation of malted barley and hops. 
In the manufacture of beer two distinct processes are employed, viz., 
malting or sprouting the grain, and brewing. Many brewers do noth- 
ing but the latter, buying their malt already prepared. 

Malting.—For the preparation of malt, the barley is steeped in water 
for several days, after which the water is drained off and the moist grain 
is ‘‘couched,” or piled in heaps, on a cement floor, where it undergoes a 
spontaneous heating process, during which it germinates, forming the 
ferment diastase. When the maximum amount of diastase has been 
produced, indicated by the length of growth of the sprout, or ‘‘acrospire”’ 
within the grain, the germination is checked by spreading the grain in 
layers over a perforated iron floor, and finally subjecting it to artificial 
heat. The character of the malt and of the beer produced from it depends 
largely on the heat at which the ‘‘green” malt is kiln dried. If dried 
between 32° and 37°C. it forms pale malt, which produces the lightest 
grades of beer. Most beer is made from malt dried at higher tem- 
peratures, say from 38° to 50°, the depth of color of the liquor varying 
with the heat to which the malt has been subjected, while the color of the 
malt varies from the ‘‘pale” through the ‘‘amber” to ‘‘brown,”’ or even 
black. The darkest grades are sometimes dried at temperatures over 
too® C., even to the point where the starch becomes caramelized. 

A more modern method consists in the so-called pneumatic malting, 
wherein the whole operation is conducted in a large rotating drum, which 
holds the grain, and in which the temperature and moisture at different 
stages is carefully controlled by the admission to the interior of the drum 
of moisture-laden or dry air, heated to the required degree. 

The chief object of malting is the production of diastase, which by 
its subsequent action on the starch converts it into the fermentable sugars 
maltose and dex.rin. Malt contains much more diastase than is necessary 
to convert the starch simply contained therein to maltose, and is capakle 
of acting on the starch of a considerable quantity of raw grain, such 
as corn or rice, when mixed with it. This practice of using other grains 
than malt is prohibited in some localities, such as Bavaria. 
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Brewing.—The malt, or mixture of malt and raw grain, is first crushed 
and ‘‘mashed”’ by stirring with water in tubs at 50° to 60° C., finally 
heating to 70°. During this process the conversion of the starch to mal- 
tose and dextrin takes place. The resulting liquor is known as ‘‘wort,”’ 
containing, besides maltose and dextrin, peptones and amides. The. 
clear wort is then drawn off from the residue, and boiled to concentrate 
the product and to sterilize it, after which hops (the female flower of 
the Humulus lupulus) are added and the boiling continued. Hops 
contain resins, bitter principles, tannic acid, and a peculiar essential oil, 
all of which are to some extent imparted to the wort. After cooling and 
settling, the clear wort is run into fermenting-vats, where selected yeast, 
usually saccharomyces cerevisie, is added, and the alcoholic fermentation. 
allowed to proceed. The temperature greatly affects the character of 
the fermentation. If kept between 5° and 8°C., a slow fermentation 
proceeds, known as bottom fermentation, during which the yeast settles 
out at the bottom. This is much more easily controlled than the 
quick or top fermentation, which takes place at from 15° to 18°, much 
of the yeast in the latter case being carried to the surface, from which it 
is finally removed by skimming. In either case the yeast feeds upon 
the albuminous matter present. At the proper stage the beer is drawn off 
from the larger portion of the yeast, and run into casks, or tuns, in which 
an after-fermentation proceeds. The beer is finally clarified by treatment 
with gelatin or beech shavings o1 chips, to which the floating yeast-cells 
and other impurities attach themselves. It is finally stored ‘in barrels 
coated with brewers’ pitch, or pasteurized at 60° C. and bottled. 

Varieties of Beer.—Formerly the division of beers into ‘‘lager,” 
‘schenk,” and ‘‘bock”’ was made by reason of the fact that beer had to 
be brewed under certain climatic conditions and at certain seasons only. 
Now, with improved means for artificial refrigeration, and with better 
methods controlling all stages of the process, these distinctions are less 
marked. 

Lager Beer (from lager, a storehouse) is a term originally applied to 
Bavarian beer, but is now given to any beer that has been stored several 
months. Formerly lager beer was made early in the winter, and stored 
in cool cellars till the following spring or summer, during nearly all of 
which time a slow after-fermentation took place. The best lager beers 
contain a low proportion of hops, and are high in extract and 
alcohol. 

Schenk Beer is a quickly fermented beer made in: winter for immedi- 
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ate use. It is brewed in from four to six weeks and will not keep long 
without souring. 

Bock Beer, according to older systems of nomenclature, occupied a 
middle place between lager and schenk, being an extra strong beer brewed 
for spring use and made in limited quantities, not being intended for 
storage. , 

Berlin Weiss Bier is prepared by the quick or top fermentation of a 
wort consisting of a mixture of malted barley and wheat with hops. It is 
high in carbon dioxide, being usually bottled before the second fermen- 
tation has ended. 

Ale is virtually the English name for beer. It is usually lighter colored 
_ than lager beer, being made from pale malt by quick or top fermentation, 
and containing rather more hops than beer. It has a high content of 
sugar, due to checking fermentation at an earlier stage than in ordinary 
beer. 

Porter is a dark ale, the deep color of which should be due to the use 
of brown malt dried at a high temperature, but which is sometimes colored 
by the admixture of caramel. It has a large extract, chiefly sugar. 

Stout is an extra-strong porter, being high both in alcohol and extract. 

Composition of Beer.—Beer is a somewhat complex liquor. Besides 
water, alcohol, and sugar, it contains carbon dioxide, succinic acid, dex- 
trin, glycerin, tannic acid, the resinous bitter principles of hops, nitrog: 
enous bodies (chiefly peptones and amides), alkaline and lime salts 
(chiefly phosphates), fat (traces), acetic acid and lactic acid. The latter 
acid constitutes the chief fixed acid of beer. 

The following analyses of different varieties of beer are due to KGnig: 


Sale 2 33 2 & 
n ia a wey q 5 q My 4 

Variety. PEs ae u ae 34 9 53 ae a5 oe £ 3 ; 
a) ge | 2 | 88 se) £ | 83] Ss] eS | ee] S| 2 as 
So ae | BOS |e | eee eee a ee ere 
Schenk. ....]205 |1-0114 QI-IT 0.197|3-36/5-34) 0-74) 0-95) 3-11/0.156/0.12 |o.204/0.055 
ea Pelara-ieis 258 |1.0162|90.08,0.196|3.93/5.79] 0-71) 0-88] 3-73/0-151/0.165|0.228|0.077 
Export beer.|109 |1.0176|/89-01\o.209|4.40 6.38) 0.74] 1.20] 3.47/0.161|0.154]0.247/0-074 
Bock,......| 84 |£-0213/87.87/0.234|4.69|7.21| 0.73| 1-81] 3.97 0.165/0.176/0.263/0.089 
Weiss bier. .| 26 |1.0137|91-63/0.297|2.73 5-34] 0-58] 1-62) 2.42/0.392|0.092/0-149|0.034 
Porter...... 40 |I.0191/88.49)/0.215|4.70/6.59| 0.65| 2.62} 3.08]o.2811....- 0.363/0.093 
Ale, ....+--] 38 |1-0141/89.42/0.201|4.75|5.65| 0.61 L207 ele OulOn276| peer 0.31 |0.086 


Fifteen samples of lager beer and seven samples of pale ale, bought 
in Massachusetts bar-rooms, representing as nearly as possible the quality 
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of liquor sold every day to patrons by the bottle or glass, were analyzed 
by the Board of Health with the following results: 


Per Cent of Per Cent of Pere f 
Original Wort | Alcohol b ibaa 
“Extract. Weight. Sapiens 

Beer— Maximum. ~.<2-5-..+.--.-+-- 18.91 TEOT a® 
Nitininaamasies cee erence eee ces HeSe Teal) B07) 
IMiGanly-r siete ns Sate seca 15.04 4-45 5-92 
Ealeyale—— Maxaman arctic se sje os este ee 15-99 HQ 5-47 
Mimi Sasscuqakosasoeoss 10.95 2553 3-38 
Mean.........-.--------6- 13-56 4-49 4-54 


Five out of the 15 beer samples and 3 out of the 7 ale samples con- 
tained salicylic acid. 

The percentage composition of the ash of German beer is thus given 
by Konig as the mean of 19 analyses: 


Ash in : ; iron Phos- Sul- 
100 Parts} Potash. Soda. Lime. |Magnesia.| Oxide phoric phuric Silica. |Chlorine, 
Beer. ; Acid. Aci | 


Malt and Hop Substitutes.—By reason of the fluctuation in market 
price of these two chief constituents of beer, it sometimes becomes a 
question of economy to employ cheaper substitutes wholly or in part 
for one or the other. There are two classes of malt substitutes, (1) those 
which, like corn grits, rice, and wheat, are mixed directly with the malt 
before ‘‘ mashing,” and, like the malt, have to undergo a saccharous fer- 
mentation before being acted on by yeast, and (2) such substances as cane 
sugar, invert sugar, brewers’ sugar, and dextrin, which are added to the 
wort at a later stage in the brewing, just before the addition of the yeast, 
being in condition to be readily acted on by the latter. 

Brewers’ sugar is the common substitute of the second class because 
of the fact that its sugars much resemble those of malt, and are in readily 
fermentable form. Diastase forms from the malt dextrin and maltose, 
while brewers’ sugar contains dextrin, maltose, and dextrose. 

When the price of malt is abnormally high, the addition of brewers’ 
sugar may be economical, but when ordinary conditions prevail, the cost 
of the two, figured with reference to their yield in alcohol and extract, 
is about the same. Aside from the question of economy, however, there 
are advantages in the use of malt substitutes, such as diminishing the 
nitrogenous content of the wort without lessening the alcohol or extract 


yielded. 
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The nitrogenous matter left after fermentation is one of the chief 
causes of cloudiness or turbidity in the finished product, and is some- 
times difficult to remove. By the use of brewers’ sugar, especially in 
clear bottled ales and sparkling pale beers, the appearance of the product 
is much enhanced. The temptation at times to add more than is necessary 
to accomplish this is great. A high-grade malt may have as much as 40% 
of brewers’ sugar added to its wort and still produce an acceptable beer. 
With a low-grade malt, brewers’ sugar yields a very poor quality of beer. 
Hence its use may or may not be desirable, though it can hardly be con- 
sidered unqualifiedly as an adulterant. 

As to the employment of hop substitutes, the question of relative price 
again enters in. Only when the price of hops is high is there any special 
inducement to use substitutes. Quassia wood, chiretta, gentian, and 
calumba, all of which yield bitter principles, have been used in beer, 
and cannot be considered detrimental to health. Allen and Chattaway 
have found the first two in beer examined by them.* Such poisonous 
substances as cocculus indicus, picric acid, and strychnine are alleged to 
have been used as hop substitutes, but there is no authentic record of any 
of them having been found in recent years, if at all. 

Adulteration of Malt Liquors and Standards of Purity—The Joint 
Committee on Standards adopted in 1908 the following standards: 

Malt Liquor is a beverage made by the alcoholic fermentation of 
an infusion, in potable water, of barley malt and hops, with or without 
unmalted grains or decorticated and degerminated grains. 

Beer is a malt liquor produced by bottom fermentation, and contains 
in Too cc., at 20° C., not less than 5 grams of extractive matter and 0.16 
gram of ash, chiefly potassium phosphate, and not less than 2.25 grams of 
alcohol. 

Lager Beer, Stored Beer, is beer which has been stored in casks for 
a period of at least three months, and contains, in 100 cc., at 20° C., not 
less than 5 grams of extractive matters, and 0.16 gram of ash, chiefly 
potassium phosphate, and not less than 2.50 grams of alcohol. 

Malted Beer is beer made of an infusion, in potable water, of barley, 
malt, and hops, and contains, in 100 cc., at 20° C., not less than 5 grams 
of extractive matter, nor less than 0.2 gram of ash, chiefly potassium 
phosphate, not less than 2.25 grams of alcohol, not less than 0.4 gram 
of crude protein (nitrogen X6.25). 
ta ee ts ee Ee Re 


* Analyst, 12, 112. 
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Ale is a malt liquor produced by top fermentation, and contains, in 
Too cc., at 20° C., not less than 2.75 grams of alcohol, nor less than 5 grams 
of extract, and not less than 0.16 gram of ash, chiefly potassium phosphate. 

Porter and Stout are varieties of malt liquors made in part from highly 
roasted malt. 

Non-injurious bitter principles are no doubt employed in place of 
hops, and unless the liquor is sold for a pure malt beer, aay cannot be 
regarded as adulterants. 

The tendency to shorten the time of storage of beer, or to sell it without 
storing at all, lessens or does away with the after-fermentation, resulting 
in a lack of ‘‘life”’ or effervescence in the product. This is sometimes 
made up by the addition of sodium bicarbonate. 

Distinction between Malted and Non-malted Liquors.—In some 
states where strict prohibitory liquor laws are in force, it is illegal to sell 
“malt liquors,” so that when convictions are obtained, it is necessary 
for the analyst to distinguish between liquors brewed wholly or in part 
from malt and those in which no malt has been used, but which were 
brewed entirely from malt substitutes. This distinction is not always 
easy to make with precision. In the absence of malt, brewers’ sugar is 
usually the source of alcohol in these beverages. Parsons* has shown 
that the most striking points of difference between malted and non-malted 
liquors are in their per cent of phosphoric acid and proteins, and that 
malted beer or ale should contain not less than 0.04% P2Os5, and 0.25% 
protein (N X6.25). A low ash and high content of sulphates in the ash 
are also indicative of brewers’ sugar. The following analyses made by 
Parsons clearly show these distinctions: 


COMPOSITION OF SEVENTY-SIX SAMPLES OF AMERICAN MALT LIQUORS. 


Alcohol . Phos- Sul- 
Specific Protein : : Free 
Gravity, pene Extract. (N X6.25) phone Ash. pas in INGE. 
Average...... I.O100 5.61 4.61 0.470 0.061 ©. 209 6.34 0.26 
Maximum....| 1.0210 7.85 7.64 0.614 0.095 0. 296 12.67 0.87 
Minimum....| 1.0047 | 0.35 BS 0.290 | 0.045 | 0.147 2.44 0.10 


* Jour. Am. Chem, Soc., 1902, 24, 1170. 
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TYPICAL ANALYSES OF BEERS APPARENTLY NOT BREWED FROM MALT. 


F Phos- 
number. | Specific | by Wott | wrtract. [(Rivéeims| phone | Ash. | phates, | RSE 
Teer eae « 1.0074 1.68 2.52 OnrLA | OFOLO 0.19 21.22 | Normal 
DR PAG adenteast? 1.0098 2.63 3.40 0.215 0.023 OnESOunl tanec ns 
Brean ihe eas 1.0062 2.27 2.25 On L5Om)|| (OFOnSmi|NOwn24 II.30 
PS A CnSIIOOL aE DOua2 2 ie Ba te) Onra3 0.015 o.140 10.81 BY 
Re sooodguooee I.O0O041 1.85 Tav73, 0.031 0.010 0.088 I2.50 os 


The ash of the fifth sample is thus compared with that of the average 


beer as given by Blyth: ; 
Malt Beer “ No-malt ” Beer 


(Blyth). (Parsons). 

Gh ORS SABE ies Mi GAG BO GE acon & 2722 12.03 

ON ais (ae en eee ee eae eer aoe ESsOd 19.61 
CUO Beetle ae ere ne eae 1-93 Undetermined 
IMLS ORR gel aekchet ons ists mises Aiea soca Rios d a 
Besa c te ote stile see caves tune ‘Trace os 

OE Gat aor Wee a See eee 5 1.44 10.81 
ABE Si ee Rates SS rane aie, eee Vx 32.09 10.71 

GF Seth WRG SEE A er ye ep 9 2265 25-70 
SO) Sle an ere err oe 10.82 7.50 


Distinction between all Malt and Malt Substitute Liquors.—In coun- 
tries other than Bavaria a considerable, if not the larger part, of the malt 
liquors is brewed from part malt and part malt substitutes such as rice, 
corn grits, cerealin, etc. While the use of the malt substitutes produces a 
product of a somewhat different character from all malt beer and ale this 
is not necessarily inferior, in fact it is preferred by many consumers. There 
exists, nevertheless, a strong prejudice in favor of the all-malt product to 
meet which that brewed in part from substitutes has often been misbranded 
so as to convey the impression that it was brewed solely from malt and hops. 

Tolman and Riley,* who have investigated the production of both 
types of malt liquors, find that the all-malt products contain higher per- 
centages of ash, proteins, and phosphoric acid when calculated to a uniform 
wort basis. ‘These distinctions are clearly brought out by their results 
calculated to the basis of wort containing 15% of solids given in the table 
on page 745. In making the calculation the percentage of solids in the 


*U.S. Dept. of Agric., Bul. 493, 1917. 
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original wort was first obtained by multiplying the per cent by weight of 
alcohol by 2 and adding the per cent by weight of extract. 


ASH, PROTEIN, AND PHOSPHORIC ACID IN MALT LIQUORS OF KNOWN 


ORIGIN. 
: Phosphoric 
Raw Materials. Product. _ Ash. Pee. (00. 
Maal ee etee a cheystale’s stsiaie hh vistas. Geaies jules: Beer 

(21 samples) 
Maximum 0.336 1.079 0.143 
Minimum ©. 230 ©. 701 0.087 
Average O22 75 al Oro 7) ©. 109 
IMaIESO pgm TICE L200 garner ren cricieet at ancl: Beer 0.202 ONSET 0.073 
100 AE, ST GES he) Sins ARES ten aoe ieae ue 0.198 0.555 0.084 
eee Oye TeLe a gg BS ERA D One aero BS 0.205 0. 488 0.061 
oe SS FL Sis Octane Eee ss 0.148 0.380 0.077 
SSO Gm SOD SR coke tes 5 ore ye 0.167 0.351 0.056 
Maximum ©. 205 0.555 0.084 
Viale 7 OL gy COLNE S09 omaci-riiem cine ol. Wcities Beer 0.199 0.343 0.057 
oS) SM 2 OMIM ae Carts Deo ena ah oy 0.188 0.367 0.065 
LOS Se We ore Aen tetas ue 0.150 ©. 461 0.057 
“< 68 COPS OINE Senet OIC Or oe 0.181 0.466 0.062 
(68 SO ie PEs ih site ed ets Sate Se oe ye 0.164 ©.459 0.056 
Ue Were OME {OMe ee meta ay te he oe ae 0.215 0.563 0.074 
M6) ene Cpr sys. Ba ON. Bio ANN cgets at 0.188 0.593 0.076 
SoaTOG SIO AO ibaa: Ste (Fo tas soe abs orks WY 0.223 0.507 0.074 
Bo WI ASS Wa berg aoe Breton e meties on 0.145 0.347 0.057 
Maximum 07223 0.507 0.076 
IMaltioslo, cerealin’ 3599...) 0010 elses Beer 0.192 0.483 0.057 
tots) es DORAL repois Meters dnt bnie: 3 Ale Oe Hs 0.480 0.051 
BE hs) rf BED ase SITE oie a 0.176 0.455 0.050 
ee fe) i. OD oxo BE mater cat: He 0.169 0.476 0.045 
oae7 8 se DR ert rei ccs 5a US 0.181 0.502 0.040 
me 7G ve DG, caer. bin aies rests = ensacye'e es ©. 204 ©.499 0.044 
FS i ie DIG Rin ae aaa 4g 0.196 0.509 0.044 
SS wy ZSMM cone tee ests fb ae se o.101 0.502 0.043 
EO 2 28 brewer’s sugar 7% oe 0.185 ©.409 0.037 
ci OS ss 28 a ow ae 0.175 0.443 0.040 
GG 188 oe 28 oe Micien tf “ 0. 166 0.427 0.041 
Maximum 0.213 0.509 0.051 
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Preservatives in Beer.—Antiseptics are frequently added to malt 
liquors, salicylic acid being most commonly used. Fluorides of ammo- 
nium and sodium have been found in American beer. Other preserva- 
tives to be looked for are benzoic acid and sulphites. Beer casks are 
frequently “‘sulphured ” or fumed with a solution of calcium bisulphite, 
so that the beer may derive its content of sulphites from this source. 

In case of police seizure of beer sold in bulk or in opened bottles for 
the purpose of ascertaining whether or not their alcoholic content exceeds 
certain limits fixed by law, a little formalin had best be added as soon as 
possible after the seizure to prevent further fermentation. This is espe- 
cially desirable in cases where there is likely to be some delay in making 
the analysis, so as to forestall any claim on the part of the defendant of 
additional alcohol being formed after the seizure. From 6 to 8 drops of 
a 40% solution of formaldehyde to a quart of beer is sufficient, and this 
quantity will not appreciably affect the analysis. 

Arsenic in Beer.—In 1900 a very disastrous epidemic of arsenical 
poisoning occurred in Manchester, England, involving several thousand 
cases, many of which were fatal. The arsenic was traced to sulphuric 
acid, which entered into the manufacture of commercial glucose used 
in the beer, the acid found so highly arsenical being made from a certain 
variety of Swedish pyrites, abnormally high in arsenic. The evidence 
was conclusive that the beer was the sole cause of the trouble. While the 
presence of arsenic was in this case accidental, carelessness was shown on 
the part of those having to do with the purity of the materials entering into 
the composition of the beer. Further details are given by Kelynack 
and Kirby.* Fortunately no other instances are on record of arsenical 
poisoning from malted liquors. A large number of samples of American 
beer have been examined in the laboratory of the Food and Drug Depart- 
ment of the Massachusetts State Board of Health, and only insignificant 
traces of arsenic have in any case been found. 

Temperance Beers and Ales.—Many varieties of these so-called tem- 
perance drinks are home-made, as well as sold on the market. They are 
usually slightly fermented infusions of various roots and herbs, including 
ginger or sassafras, with molasses or sugar and yeast, and more often 
contain less than 1% of alcohol by volume. Among them are included 
spruce beer, and the various root beers, such as ginger beer and ginger 
ale. The latter beverages are generally carbonated. Numerous brands 


* Arsenical Poisoning in Beer Drinkers, London, 1901. 
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of bottled beer are manufactured, which contain virtually the same body 
and characteristic flavor as lager beer, but less alcohol. Indeed the com- 
position of many of these beverages is identical with that of lager beer, 
excepting in alcoholic content, being made by substantially the same 
process and out of the same ingredients, but with the alcohol finally 
removed by steaming, so that the liquor comes within the limits of a 
temperature beverage. Of this class is Uno beer, which ranges from 
0.6 to 0.9 per cent in alcohol. 


METHODS OF ANALYSIS OF MALT LIQUORS.* 


Preparation of Sample.—Transfer the contents of the bottle or bottles 
to a large flask and shake vigorously to hasten the escape of carbon dioxide, 
care being taken that the liquor is not below 15° C., since below this 
temperature the carbon dioxide is retained by the beer and is liable to form 
bubbles in the pycnometer. ; 

Specific Gravity.—See page 686. 

Ash.—Determine in 25 cc. by evaporation and ignition at dull redness. 

Determination of Alcohol.—From the Specific Gravity of the Dis- 
tillate—Proceed as described on page 687, employing 100 cc. of the liquor, 
and determining the specific gravity at 15.5° C.. If the liquor is markedly 
acid, add first 0.1 to o.2 gram of precipitated calcium carbonate. 

From the Refraction of the Distillate—Prepare the distillate as 
described on page 687, except that it is made up to the mark at 17.5°C. 
Determine the refraction at 17.5° C. by means of the immersion refrac- 
tometer, and calculate the alcohol by the table on page 748. 

Determination of Extract.—In cases where extreme accuracy is 
desired, the result obtained by evaporating at 100° a weighed amount 
of the beer cannot be accepted, on account of the dehydration of the 
maltose at a temperature exceeding 75° C. Unless the evaporation is 
conducted at that temperature (a difficult operation), a closer approxi- 
mation to the truth is obtained, especially with beer high in sugar, by 
calculation as follows: 

From the Specific Gravity—Evaporate a measured quantity of the 
beer to one-fourth its volume on the water-bath, make up with water 
to its original measure, and determine the specific gravity of the deal- 
coholized beer. Then by means of Schultz and Ostermann’s table, pp. 
749-753, calculate the extract corresponding. 


* Barnard, U. S. Dept. of Agric., Bur. of Chem., Circ. 33. 
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ACKERMANN AND STEINMANN’S TABLE FOR OBTAINING THE PER- 
CENTAGE OF ALCOHOL IN THE DISTILLATE OF BEER FROM THE 
IMMERSION REFRACTOMETER READINGS.* 


u u i 8 
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LOst |}O270 5) 0.88 || 5823 12.06 | 2-608 |) 2oug | ansSni4a 20min a zen leties On mSerio) 
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WOO) || Gees) || seek TOSI We 2S5e| 3-220 leet ase FeO4 wee OA) 22 = humo sO 2m moms 
TROY || Tey || THe Ges) || Oey I Dee | Ase) hi exe, ll Baoer || “iow 
Gps ||) eee) || GO) || EO) Bis OoSSs.) Bayes ||| Sua |) BsCO | aco) 


* Zeits. gesamte Brauwesen, 28, 1905, p. 259. 


From the Refraction—Method of Ackermann and Foggenburg.— 
Determine the refraction of the liquor at 17.5° C. by means of the immer- 
sion refractometer. Determine also the refraction of the distillate from 
too cc. of the liquor at 17.5°C., after making up to its original volume. 
In order to secure accurate results, care should be taken to cool the prism 
of the instrument to exactly 17.5° C. by immersing for five minutes in the 
water-bath previous to taking the refraction of the liquids. If determina- 
tions are made on a number of samples, this cooling is not necessary except 
before taking the reading of the first of the series. 

Calculate the grams of extract (E) from the refraction of the liquor 
(R) and of the distillate (R’) by the following formula: 


E=0.25705(R —R’). 


The extract is more conveniently obtained from Ackermann’s es 
given on page 755. 


ALCOHOLIC BEVERAGES. 


EXTRACT IN BEER WORT.* 
[AccoRDING To SCHULTZ AND OsTERMANN.} 
fee ed ee 


Extract. 
Specific Specific 
Gravity] Per |Grams|| Gravity 
bers Gs Se per exer sens 
ry 
Weight 100 cc. 
I.0000 | 0.00 | 0.00 1.0065 
I.OO0OT 0.03 0.03 I.0066 
I.0002 0.05 0.05 1.0067 
1.0003 | 0.08 | 0.08 I.0068 
I.0004 | 0.10 ©.10 I.0069 
HOOS5 0 0k3) |) Onn I,0070 
1.0006 | 0.16 ©.16 I.0071 
I.,0007 0.18 °.18 I.0072 
1.0008 0.21 0.21 1.0073 
1.0009 | 0.24 | 0.24 1.0074 
Z.00ro | 0.26 0.26 I.0075 
I.OOIr 0.20 0.20 1.0076 
£.00182) | 0.3% Onst 1.0077 
I.,0013 0.34 0.34 1.0078 
WiOOLs | 0.37 0.37 I.0079 
I.0015 0.39 0.30 1.0080 
I.0016 | 0.42 0.42 I.0081 
I.0017 | 0.45 ©.45 I.0082 
1.0018 | 0.47 ©.47 I.0083 
I.0019 | 0.50 0.50 1.0084 
1.0020 | 0.52 0.52 1.0085 
I.0021 0.55 O55 1.0086 
1.0022 | 0.58 0.58 1.0087 
1.0023 | 0.60 ©.60 1.0088 
1.0024 | 0.63 0.63 1.0089 
£.0025 | 0.66 | 0.66 I.0090 
1.0026 | 0.68 | 0.68 I .O0Ogr 
1.0027 o.71 0.71 I.0092 
1.0028 0.73 On73 I.0093 
T.0029 | 0.76 | 0.76 1.0094 
1.0030 | 0.79 | 0.479 I.0095 
I.0031 | 0.81 0.81 1.0096 
1.0032 | 0.84 | 0.84 I.0007 
1.0033 0.87 0.87 1.0008 
1.0034 | 0.89 | 0.89 I.0099 
1.0035 ! 0.92 | 0.92 I.O100 
1.0036 | 0.94 0.904 I.OIOL 
34,0037 | 0.07 | 0.07 I.O102 
1.0038 I.00 I.00 I.O103 
i,9030) |. 1.02 I.02 I.O104 
I.0040 | 1.05 DOs I.OI105 
I.0041 1.08 1.08 1.0106 
1.0042 | 1.10 I-10 I.O107 
1.0043 | 1.13 113 I.0108 
1.0044 | 1.15 I.16 I.O109 
T0045 || 2.28 | 2.9 I.OIIO 
1.0046 20 H22 I.O1II 
T0047) 2 F123 I.24 T.OL©rr2 
1.0048 | 1.26 Bae I.OI1r3 
1.0049 | 1.29 I.30 I.or14 
1.0050 | 1.31 L.32 I.OIIS 
I.0051 1.34 Tess I.o116 
1.0052 E36 Desi T.OLE7, 
1.0053 1.39 I.40 rI.o0118 
I.0054 | 1.41 I.42 I.O1Ig 
T0055 | T.44 | 1.45 I.0120 
1.0056 { 1.46 1.47 I.O121 
1.0057 | 1.49 I.50 I.O122 
1.0058 | 1.51 1.52 I.0123 
I.00590 | 1.54] 1.55 1.0124 
1.0060 | 1.56 reS7 1.0125 
T.0061 1.59 1.60 1.0126 
1.0002 | 1.02-) 1.63 1.0127 
4.0063 | 1.64 1.65 1.0128 
1.0064 | 1.67 1.68 I.0129 


Extract. 
Per 
Cent Grams 
by Soe ce 
Weight 5 
1.60 E.70 
ee Be73 
1.74 | 1.75 
Ey fe 1.78 
1.790 I.80 
1.82 Tog 
1.84 1.85 
1.87 1.88 
I.90 I.o1 
1102) |) £103 
E05 I.96 
E07 1.98 
2.00 2.02 
2.02 2.04 
2.05 2507 
2,07 2.09 
2.20 2.22 
2.12 2.14 
2.15 2227 
aetFi 2.19 
2.20 an) 
2.23 B25 
2.25 2.27 
2.28 2.30 
2.30 2.32 
2533) |) 2.35 
2S oe lez ST 
2.38 2.40 
2.41 2.43 
2.43 | 2-45 
2.40 2.48 
2.48 2). 50 
2.51 2.53 
2553) 2555 
2.56 | 2.59 
2.58 2.61 
2..0¥ 2.64 
2.64 | 2.67 
2.66 2.69 
2.69 Zee 
2.91 QT A 
2.74 | 2.77 
2.70 2.79 
2.90 2.82 
2.82 2.85 
2.84 | 2.87 
2.87 2.90 
2.89 2.92 
2.92 2.05 
2.94 | 2.97 
2.97 | 3.00 
2.99 | 3.02 
3.02 | 3.06 
3-05 | 3.09 
3.07 Pion te 3 
Zero, Il sil4: 
3.22 B16 
B25 3.10 
SULT ed ge 
3.20 || 3.24 
S225 ese aT 
3 25 3.20 
225 4 3.32 
3-39 | 3-34 
3130) |) 3037 


Specific 
Gravity 


ating oc, 


.0T30 
-O131 
OF 32 
-0133 
0134 


HHH HH 


0135 
.0136 
70137 
0138 
0139 


HRHHH 


-O140 
-OI4I 
0142 
0143 
-O144 


HHH HW 


0146 
-O147 
.0148 
-O149 


HHHHH 


.O150 
-OI51 
1OL 52 
.O153 
-O154 


HHH HW 


-OT55 
-0156 
.O157 
0158 
+0159 


HHHAH 


0160 
-O16r 
.O162 
0163 
-O164 


HHH 


.0165 
0166 
-0167 
0168 
0169 


HHHAHH 


.O170 
.O17I 
.O172 
+0173 
-O174 


HH RH 


-O175 
-0176 
.OL77 
0178 
-O179 


HH HHH 


0180 
-O18L 
-0182 
0183 
.0184 


RAR HA 


0185 
0186 
0187 
0188 
0189 


AR eH 


.O1ge 
.O1QL 
-O192 
0193 
+0194 


HHH ARH 


* Calculated from results 


-OT45. 


Extract. 
Per 
SS Grams 
se per 
Weick: Too ce. 
3350330 
3.38 3-42 
3-41 | 3.46 
3-43 | 3.48 
3.46 3.50 
3548" |) 3)-.53 
Sinan 3.56 
3-54 | 3-59 
3.56 3.61 
3-59 | 3.64 
3.61 3.66 
3.64 | 3.60 
3.66 BhrT 
3-69 | 3.74 
Boye | Bowl 
Be 
ae 
aie 
oY 
216 


ACM, SES Sat oe ce pee FAFA HL AAA AH AHAAH AHAAAH AHERR BWHWDYW 
2 Eten sieve Sisal 
x 


ANE SEERA PE CSEM GRAS HORSES EES FHAAH AAAAA HAHA AH HAAAD HAARA BRRHWW BWHWHW 
a 


HHHHH 


HHH HR HHA RH AHHH HHH RH HH HHH HHH AW 


He ROW 


749 


Extract. 
Per | Grams 
by per 

Weight I00 cc. 
5.06 SLO 
5-09 | 5.10 
ane 5.22 
Shas) | ses 
Gea || Boek 
5.20 5.30 
Boek y) bic ey 
5-25 | 5.36 
5-28 | 5.39 
5.30 5.41 
5-33 | 5.44 
5-35 | 5-40 
5-38 | 5.40 
540) | Sse 
5-43 | 5.54 
5-45 5.56 
5.48 5.60 
5.50 5.62 
5-53 | 5.65 
Bey || Bot 
5.57 | 5-60 
5.60 oye 
5-62 | 5.74 
5.65 5-77 
ey ial SRY A) 
5-70 | 5.83 
TAG) 5.8: 
FO 7 5.89 
5.77 | 5.00 
5-80 | & 93 
5.82 |) §.05 
5.84 ) 5-97 
5.87 6.00 
5.890 6.02 
5.92 6.06 
5.94 6.08 
5.07 6. 2t 
5-99 | 6.13 
6.02 6.16 
6.04 | 6.18 
6.07 6.22 
6.09 6.23 
GsLE 6.25 
6.14 | 6.29 
6.16 | 6.32 
6.190 6.34 
6.21 6.34 
6.24 | 6.390 
6.26 6.41 
6.29 6.44 
6.31 6.46 

} 6.34 6.50 
6.36 | 6.52 
6.39 | 6.55 
6.41 | 6.57 
6.44 | 6.60 
6.47 | 6.63 
6.50 | 6.66 
6.52 |* 6.68 
6.55 6.72 
6.58 | 6.75 
6.61 | 6.78 
6.63 | 6.80 
6.66 | 6.83 
6.69 | 6.86 


obtained by drying below 75° C. 


750 


FOOD INSPECTION AND ANALYSIS. 


EXTRACT IN BEER WORT—(Continued). 


.O519 


Extract. Extract. Extract. Extract. 
eee i poeee p peer * pees 
ravity er |Grams|| Gravity er | Gram: Tavity er |Gr tavity| Per 
ates ene cee at 15° C.| Cent ea at aso Cs coe Seas at 15° C.| Cent oo kine = 
Dy by yy by 
Weight] 7° °° Weight *°° ° Weight| *°° Weight) *°° °° 
ees 
1.0260 | 6.71 | 6.88 1.0325 | 8.27 | 8.54 || 12-0390 9.92 | 10.31 1.0455 | 11.53 | 12.05 
1.0261 | 6.74 | 6.02 1.0326 | 8.20 8.56 || 1.0301 9-95 | 10.34 || 1.0456 | rr.55 | 12.08 
1.0262 6.77 6.05 T0327) Sse 8.50 1.0392 9-07 | 10.36 EOAS 7 i Lie sii) Lato! 
1.0263 6.80 6.08 1.0328 8.34 8.61 I.0303 9.90 | 10.38 TO45S| Ll OOh| mez 
3 
1.0264 | 6.82 47.00 #560320 | 8.37 8.65 1.0394 | 10.02 | 10.41 1.0459 | 11.62] 12.15 
1.0265 | 6.85 7.03 1.0330 | 8.40 8.68 || 1.0305 | 10.04 | 10.44 || 1.0460 | 11.65 | 12.10 
1.0266 6.88 7.06 1.0331 8.43 8.71 1.0396 | 10.060 | 10.46 t,046% | 12.67 | 19.2% 
1.0267 6.01 4.00 I.0332 8.45 S73 1.0397 | 19.00 | 10.49 1.0462 | 11.70 | 12.24 
1.0268 | 6.93 | 7.12 1.0333 | 8.48 8.76 || 1.0398 | 10.11 | 10.51 || 1.0463 | 11.72 | 12.26 
1.0269 | 6.96 | 7.15 1.0334 |.8.51 8.79 || 1.0399 | 10.13 | 10.53°}| 1.0464 | 1.75 | 12.30 
1.0270 | 6.090 7.18 TOSS S Ona S 8.82 1.0400 | 10.16] 10.57 1.0465 | 112.77 | 12432 
1.0271 Or 7.20 1.03360 | 8.56 8.85 1.0401 | 10.18 | 10.50 1.0466 | 12.70 | 12.34 
1.0272 7.04 123 T0337 8.50 8.88 I ..0402) || 10). 20) ro. 64 T0464) | 2r 82) tro) 37; 
1.0273 OF, 7.206 T0330 8.61 8.90 I.0403 || £0. 23 || 10). 64. 1.0468 | 11.84 | 12.39 
1.0274 | 7.10 7.20 HeOsso,| 8.04 8.03 —,0404 | 10.25 | 10.66 1.0469 | 11.87 | 12.43 
1.0275 ete 7 32 1.0340 8.67 8.096 1.0405 | 10.27 | 10.60 r.0470 | rr.8o0 |. r2 
‘ : é 0 -45 
1.0276 eet 7315) 1.0341 8.70 g.00 1.0406 | 10.30 | 10.72 I.047I | 11.92] 12.48 
aes Go itss 738 1.0342 8.72 Q.02 1.0407 | 10.32 || 10.74 1.0472) | Tt.104 |;12.50 
1,027 eens 7.41 1.0343 | 8.75 9.05 TE sO408 || O..35)| LO. 7/7 1.0473, | 12.07 | r2354 
1.02790 | 7.23 bine. 1.0344 | 8.78 9.08 || 1.0409 | 10.37 | 10.79 1.0474 | II-99 | 12.56 
1.0280 7.26 7.46 1.0345 8.80 
fi 3 9.10 || 1.0410 | 10.40 | 10.83 || 1.0475 | 12.01 | 12.58 
Bees 728 7.48 TOS40) 8.83 6.14 ||| 1.040m) | nO. 4:2) 1o)..85 £.0476 | 12.04 rae 
eae Toe) | assns 1.0347 | 8.86 9.17 || 1.0412 | 10.45 | 10.88 || 1.0477 | 12.06 ]|.12.64 
Deer hoe) 7.54 1.0348 | 8.88 9.19 I.O413 | 10.47 | 10.90 1.0478 | 12.00 |,12.67 
+0204 | 7.35 7.50 T0340) |) 8.00 9.22 I.O4I14 | 10.50 | 10.93 1.0479) | 12.52 | "13,60 
1.0285 | 7.37 | 7.58 1.0350 | 8.0 
. é 4 +94 9.25 || 1.0415 | 10.52 | 10.06 || 1.0480 | 12.14 | 12,72 
nee 7.30 | “7.60 || 2.035% | 8.07, 9.28 || 1.0416 | 10.55 | 10.099 || 1.0481 | 12.16 ahs 
ea 7-42 7.63 1.0352) | 8.00 9.31 E,O427 || 16,57 || TE.OT 21,0482 | 12.19} 12.78 
aoe poles |) Spots TAOS5 SN OLO2 9.34 || 1.0418 | 10.60 | 11.04 || ©.0483 | 12.21 | 12.80 
: OM 4 708 1.0354 | 9.05 9.37 I.0419 | 10.62 | 11.06 1.0484 | 12.23] 12.84 
1.0290 7.48 770 1.0355 9.07 9.39 1.0420 | 10.65 | 11.10 1.0485 9 
: 5 ‘ 048 FD. QO Tas 
ita 7.51 CMe) 110356) | 0.10 9.42 ELG42t | FO.67 | 22.72 POPE § 12.28 eee 
oeeee oss hous I.0357 Omrs 9.46 I.0422 | TO. FO || Tr.75 1.0487 | r2.37 | t200r 
Reade 7.55 ae ey: I 0358 9.15 9.48 £0423) | TOn7 2) Lik. ky 1.0488 | 12.33 | 12.93 
+0204 | 7.57 Oi) 1.0359 | 9.18 OQ. 51 TO4 245 |TOe7 5) pike t 1.0489 | 12.36] 12.96 
1.0205 | 7.60 | 7.82 r.0360 | o.2r 9.54 | £.0425 | 10 
‘ : , Pi el TE. 23 r.0400 | 12.38] x2. 
ees re 7285 I.0361 9.24 0.57 I.0426°| 70.80 | 11.26 || E.o4gor | 52.47 iaaea 
See ee 87 1.0362 | 9.26 9.60 £.0427 | 1o.82 | 12.28 E6402 | £2.43 || 33.04 
ees ae 7.89 ane 306 9.20 9.63 1.0428 | 10.85 | 11.31 1.0403 | 12.45 | 13.06 
69 7.92 TjOZOA4' |" O73 0 9.65 1.0429 | 10.88 | 11 1.04904 | 12.48 | 13.10 
T.0300'| 7.71 | 7.94 |/| 5.0365 | 9.34 6 
5 z 9.68 I .0430 | LO.00 | 12.37 HjO4os) | T2450) ait 
Ae of s 7.96 1.0366 9.36 9.70 0432 | LO.93 | LE. 40 1.0406 | 12.53 soi 
aie harps foes OY 9.38 9.72 T0432) | £O).105 ||| E42 5.0407 | 12.55 | 23. EF 
Seay eae Bee TOS O39) loan 9.76 1.0433 | LO.08 | rr. 46 1.0408 | r2.58 | 1325 
7.80 .04 1.0369 | 9.43 9.78 1.0434 | £2.00 | 12.48 1.0499 | 12.60 | 13.23 
1.0305 | 7.82 | 8.06 1037/0) | OAs 8 
: . 3 9.80 || 1.0435 | 12.03] 12.51 T.0500 | 12.6 .26 
oe ce ES £.0371 9.48 9.83 T {O43 Onl) rosa DE ese 1.0501 cage eee 
Hosos ae eele O37 2 9.50 9.85 Toss) | Tae OSwl) mab s0 P0502 || F207 Il Ps 53r 
one 7-09 eae E.0373 9.52 9.88 1104:38) | pk LO: |) Lan SO TO503 || 12. 7Ou| 6s sa) 
rekon “i§ T0374 | O.55 9.91 T0736) | in. rg) 22.02 T5504 | 2257205336 
I.0310 “ 8.18 5 \ 
oo ae ee peels 0.57 9-93 T0440) | 2L.05 | 1r.64 | T,.0505 | 12.75 | 23.80 
Pane: eee : 37 9.59 9.95 HO44i | EL. 28 || £2.67 T,0500! | F277 Wereeas 
-9 28) 1.0377 9.62 9.98 T0444, | IE. 20 || rr. 7O 1.050 12.80 
1.0313 8.00 8,2 3 4 ae oe 
ae a oe 5 1.0378 9.64 | 10.00 E0443) |r. 23 |) Pes 2.0508 | 12.82) 13.44 
102 mei, £0370 | 9.66 || ro.03 TeO4AAz, ||| Te. 25 i ea. 7, I.0509 | 12.85 13.30 
1.0315 8.04 8.20 1.0380 | 9.69 | 10.06 EO 
: ; .0445 | 15.28 | 12.78 LJOSro"| 131.8 
pena et pres 1.0381 9-71 | 10,08 T.0446 | EI.30 | 12.80 oe rtee a 
os Ene ee 2.0382 | 9.73 | 10.210 E.O4A7 | LT. 33 \ Frsod L.O552 | F202) 73.58 
aaa oe Boek Ej0383) | (024710) || Zo). re 1.0448 | 11.35 | 11.86 LeO5r3 | L204 13 100 
-9319 LS) +39 1.0384 0.78 || TO.16 1.0449 | 11 28 | 11.80 EsO5t4 | £2).07 1123.04 
I.0320 | 8.16 8.42 1.0385 0.80) | 1.x 
4 i Ol Te45o || aHe4oONl| Thos Zo a " 
ee ee pie Se one? LO.25 T.045r | It aa Ir x seen fea ee 
5 ; c .0387 9.85 | 10.23 Ta OA5 12) iene . : 
1,0323 8.22 8.49 1.0388 | 9.88 | 10.26 1.0453 | I1 3 a ae Biers ge ans 
1.0324 8525 8.52 1.0389.| 9.90 | 10.29 1.0454 | 11.50 | 12.02 I 13.00 acuve 
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EXTRACT IN BEER WORT—(Continued). 


Extract. Extract. Extract. Extract. 


Rovere . Spec - Beegae } Specific 
tavity ele Grams|| Gravity ere (@ranis tavity | Per Gravity | Per 
at 15°C. | Cent per || atr1s°C.| Cent | pe, || at 15° C.| Cent ous at 15°C.| Cent aap 


by by 
Weight Weight Weight 


-0585 | 14.75 | £5.62 
0586 | 4°98 || 1565 
FOR Os egies 
-0588 | 14.83 } 15.70 
-0589 | 14.86 | 15.74 


ROb ZO: lit sl. cero SO 
ROBT, esa he Bin Oe 
HOke22! Verso I Ts o85 
sO5@3 | -£3)..20 | 73.88 
56584 143 .2F | EZ.90 


10650 | £6.25 | 17.3% 
2.0052 | 46.27 | 147.33 
0652 | 16.30 | 17.36 
0653. |, 16.32 | D7.30 
.0654 | 16.35 | 17.42 


Hae woe 
(oo Be Bl oe od 
H 
un 
fey 
oo 
AAA Ae 
HAA Se 
° 
~ 
H 
~ 
Lal 
~w 
ea) 

a 
© 
H 
as 


-05900 | 14.89 | 15.77 
-O50I | 14-91 | 15-79 
30502 | 4.04/55 .82 
-0593 | 14.96] 15.85 
-0504 | 14.99 | 15.88 


-0655 | 16.37] 17.44 
.0656 | 16.40 | 17.48 
.0657 | 10.42) 17.50 
-O058 | 16.45 | 27.53 
“0050 || 16.47 || 27.56 


fO525 || 13.24 | 53.04 
.0526 | 13.26 | 13.96 
S527 | 13.20 | 13.09 
-0528 | 13.31 | 14.01 | 
-0529 | 13.34 | 14.05 


HH ae 
mHHHH 
HHHHH 
HHHAH 

o} 

a 

to 

nn 

4 

~s 

ho} 

~ 

4 

Oo 

iS} 

_ 


-0660 || 16.50] 57.50 
0061. | 16.52 | 57.65 
.0662 | 16.54 | 17.63 
10663) | TOR57 |) 172.67, 
-0664 | 16.59] 17.69 


20505 | 15.02 (35 195 
20506 | 25.04 |-25.64 
-O507 | 15-07 | 15.07 
-0598 | 15.09 | 15.99 
20590) |/T5\.Xr | 16.02 


-0530 | 13.36] 14.07 
sO53H | 23.38 | F400 
BO5S2 ibiz.4F | 14.02 
-0533 | 13-43 | 14.15 

-0534 | 13.46 | 14.18 


HAH HH 
HHH HW 
HHHHH 
HHHHH 

fe) 

ney 

to 

I 

H 

co 

(o} 

ioe) 

H 

ro} 

w 

oO 


-0600 | 15.14 | 16.05 
.o60r | 15.16 | 16.07 
.0602 | 15.18 | 16.09 
-0003 | 15.20 || 16.252 
-0604 | 25.23 | 16.15 


-0665 | 16.62 | 17.73 
-0666 | 16.64 | 57.75 
-0667 | 16.67 | 17.78 
.0668 | 16.69 | 17.80 
0669 | 16.72 | 17.84 


-0535 | 13.48 | 14.20 
BOSSO: | IG5E.| P4523 
-0537 | 13-53 | 14-26 
2O539 | 13.50 | P4229 
-0539 | 13-58 | 14-31 


HAHAH 
HHHHH 
HHHHH 
HHHHH 

ie) 

Re 

ios) 

iS) 

H 

ao 

is) 

(eo) 

H 

ho} 

n 

w 


20605 | 15.25 | 16.17 
.0606 | 15.27 | 16.20 
-0607 | 15.29 | 16.22 
-0608 | 35.31 | 16.24 
70000. |' £5.34 || 10.27 


.0670 | 16.74] 17.86 
-OO70 | 16.76 | 27.88 
20692 | 26.70 | 57.02 
:0673 | 16.81 | 17.04 
.0674 | 16.84] 17.98 


-0540 | 13.61 | 24.34 
PObaL WE sO3: | £4.37 
-0542 | 13.66] 14.40 
-0543 | 13.68 | 14.42 
-0544 | 13.71 | 14.46 


mae AH 
HHA 
HHHHH 
HHHHAHH 

fe) 

I 

w 

~ 

H 

Co 

w 

H 

H 

ve} 

n 

lox 


-0620 | 15.36 | 76.30 
robe | TH .SS | LO.32 
-0612 | 15.40 | 16.34 
-O013 | 15.43 | 16.33 
.0614 | 15.45 | 16.40 


.0675 | 16.86] 18.00 
.0676 | 16.89 | 18.03 
-0677 | 16.02 | 18505 
.0678 | 16.94 | 18.09 
.006079 | 16.96 | 18.11 


-0545 | 13.73 | 14.48 
+0546 | §3.76 | T4-52 
O547 | 13.78) 14.53 
-0548 | 13.81 | 14.57 
-0549 | 13.83 | 14.59 


ee ee 
HHHHH 
HHA ee 
HHH ee 

(e} 

Sy. 

- 

b 

H 

oo 

mG 

to 

H 

oO 

~s 

o 


-0680 | £6.90 |.18.315 
.OO8E | T75OL | T3227 
.0682 | 17.03 | 18.19 
.0683 | 17.06 | 18.23 
.0684 | 17.08 | 18.25 


2065S | 15.47 | 16.42 
.0616 | 15.49 | 16.44 
50027 i T5352: 1O.48 
.0678 | 75.54 | 16.50 
.0619 | 15.50 | 16.52 


.0550 | 13.86 | 14.62 
-0551 | 13.88 | 14.64 
-0552 | 13.91 | 14.68 
+0553 | 13-93 | 14-79 
+0554 | 13.90 | 14.73 


HHH 
HHH Ra 
HHA He 
HHH HH 

fe} 

~ 

Ty 

“I 

H 

ioc} 

n 

w& 

Lal 

oO 

o 

Land 


0620 | z53258 | 16.55 
20621 |.25 60 |} 26.57 
.0622 | 15.63 | 16.60 
2.0023) | 15.65 | 76.62 
.0024 | 15.67 | 16.64 


0685 | 17.11 | 18.28 
7008S | £7.03 |) P8nsz 
.0687 | 17.16 | 18.34 
-0688 | 17.18 | 18.36 
-0089 | 17.21 | 18.40 


+0555 | 13.98 | 14.76 
-0556 | 14.01 | 14.79 
-0557 | 14.03 | 14.81 
.0558 | 14.06 | 14.84 
-0559 | 14.08 | 14.87 


eH Hey 
HHHHY 
mM HYHH RS 
HHHHH 

fe} 

ws 

an 

rs} 

H 

Co 

Oo 

ES 

iS) 

fe} 

ie} 
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.0625 | 15.69 | 16.66 
20020) 151572 | 20,70 
.0627 | 15.74 | 16.73 
06828 | 75.76 | 16.75 
.0629 | 15.78 | 16.77 


.0690 | 17.23 | 18.42 
-O691 | 17.25-| 18.44 
.00692 | 17.28 | 18.48 
30003) || D730 |) £5. 50 
-0094 | 17.33 | 18.53 


.0560 | 14.11 | 14.90 
VOSO0 | P4.03 |. 14.92 
.0562 | 14.16} 14.96 
.0563 | 14.18 | 14.08 
-0564 | 14.21 | 15.01 


HY 
HHHHHY 
HHHHH 
HHHHH 
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x 
n 
~~ 
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(oo) 
~ 
oN 
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H 
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.0630 | 15.80 | 16.80 
.0631 | 15.83 | 16.83 
206032 {15.85 | 16285 
0633 | 15.87 | 16.87 
.0034 | 15.89 | 16.90 


206905 | 27.35 18.56 
.0696 | 17.38 | 18.590 
.0607 | 17.40 | 18.61 
-0608 | 17.43 | 28.65 
-0600 | 17.45 | 18.67 


SOROS | L425. | 5203 
.0566 | 14.26 | 15.07 
70507 | 14.28 | £5.00 
BOOSH ANS Lib te be 
+0569 | 14.33 | 15-15 


HHA 
HHHHH 
HHHHH 
HHHHH 
fe) 
~ 
an 
NS 
H 
co 
eo 
mn 
bd 
fe} 
bd 
Oo 


-o700 | 17.48 | 23.70 
SO7OL, | 17 S5O lenny 3 


20085. | M52) |-r6.103 r 
58 . 
2O7O2 | Te 52 i 138.075 1.0767 | 18.95 | 20.40 
I 
I 


-0036 | 15.94, 16.95 
-0637 | 15.96 | 16.098 
-0638 | 15.98 | 17.00 
0039 || 16,0x |} 17.103 


-0570 | 14-36 | 15.18 
5OS7E | T4538 | 15.20 
10572 | E442 | T5.23 
+0573 | 14.44 | 15.27 
-0574 | 14.40 | 15.29 


-0703 | 17.54 | 18.47 
.0704 | 17.57 | 18.81 


HHH 
HHHHH 
HHA Re 


-o7o5 | 77.50 | 18.83 
.0706 | 17.61 | 18.85 


-0640 |-16.03 | 17.06 I 
i 

10707 \ 17.563 |) £8.88 T0772 || TOO |\"20 53 
I 
E 


-004T | 16.05 |,17.08 
30042 | 76.07 27). ro 
-0643 | 16.09 | 17.12 
20044 | 16.02 | 2406 


-0575 | 14.49 | 15.32 
0546 | 14.52 | 15.36 
-0577 | 14.54 | 15-38 
<O59S | 14.57 | L5.42 
-0579 | 14.59 | 15-43 


HOVOS || 71-100) |r So. Ox 
-0709 | 17.68 | 18.93 


He HRM 
HHHHWHW 
HHHHH 


0710 | 17.70 | 18.96 
TO 7 UU L772 || 9.08 ; 
-O7E2")| 07.95 || LOL 1.0777 |) T9227 | 26.66 
0703) || 17-77 | 10.04 || B.0778 | 19.19 | 20.68 
O07 E4 || 17.70") 19.00 || 2.0770 | 19.21 | 20.72 


.0645-| 16.14 | 17.18 
.00646 | 16.16] 17.20 
OOAT. er OO | W723 
.0048 | 16.21 | 17.26 
10040) | £6.23 |) 27)..28 


.0580 | 14.62 | 15.47 
.058r | 14.65 | 15.50 
.0584 | 14.67 | 15.52 
16583 1 24.70 | £5556 
-0584 | 14.73 | 15.59 


HHHAH 
OHARA 
HHHHH 


752 FOOD INSPECTION AND ANALYSIS. 


EXTRACT IN BEER WORT—(Continued). 


Extract. Extract. Extract. Extract. 
Specific Specific eeu = re : 
Gravity | Per Gravity| Per |Grams ravity er |GrAms tavity er | Grams 
at 15° C.| Cent poe at 15°C.) ‘Cent per ates oiGs Cot per ats? C. a per 

by by Ms c. DY, ce. 

Weipht I0o cc. Weight I0o CC eens Iooc Weight 100 

T.0780 | 1O.23 | 20.93 || 1.0845 | 20.70 | 22.45 I.O910 | 22.10 | 24.25 T0075) | 23-959 2580 
r.078r | 19.25 | 20.75 1.0846 | 20.73 | 22.48 E.OOLE | 22.27 | 24.24 £.0076 | 23.62 | 25.92 
¥.0782) || 10.27 || 20.78 1.0847 | 20.75 | 22.50 I.OQI2 | 22.23] 24.26 1.0077 | 23.63 | 25.04 
1.0783 | 19.29 | 20.80 1.0848 | 20.77 | 22.53 I.0Q13 | 22.26] 24.2090 1.0978 | 23.65 | 95.07 
1.0784 || 19.31 | 20.82 1.0849 | 20.79 | 22.55 1.0914 | 22.28 | 24.31 1.0979 | 23.67 | 25.00 
1.0785 | 19.33 | 20.85 |] 4.0850 | 20.81 | 22.58 1.0915 | 22.30 | 24.34 || 1©.0080 | 23.60 | 26.0% 
1.0786 | 19.36] 20.88 EROGSE "2005 3) |u2 2100 E.JO9EO | 22). 32: || 24.5% 1.0981 | 23.71 | 26.04 
1.0787 | 19.38 | 20.90 1.0852 | 20.86 | 22.64 I.0007 || 22.34 || 24.30 1.0982 | 23.73 | 26.06 
t.0788 | 19.40 | 20.93 1.0853 | 20.88 | 22.66 I.0918 | 22.37 | 24.42 1.0983 | 23.76 | 26.09 
1.0789 | 19.42 | 20.95 1.0854 | 20.90 | 22.68 I.OOI9 | 22.390] 24.44 1.0984 | 23.78 | 26.11 
1.0790 | 19.44] 20.08 || 1.0855 | 20.03 | 22.72 || 1.0920 | 22.41 | 24.47 I.0085 | 23.80 | 26.14 
1.0791 | 19.46] 21.00 1.0856 | 20.95 | 22.75 I.002r | 22.43 | 24.490 B.09086 | 23.82 | 26.17 
1.0792 | 19.49 | 21.03 1.0857 | 20.98 | 22.78 1.0922 | 22.45 | 24.51 1.0987 | 23.84 | 26.19 
307193) FO. 51 | 21.06 I.08s58 | 2.01 | 22.82 1.0923 | 22 48 | 24.54 1.0988 | 23.86] 26.22 
£20794 | 10.53 | 21.08 1.0859 | 21.04 22.84 | 1.0924 | 22.50 | 24.56 1.0089 | 23.88 | 26.24 
3.0705 | 10.56 | 2.21 1.0860 | 21.06 | 22.87 1,0025 | 22.52 | 24.60 1.09090 | 23.0900] 26.27 
¥.0706 | 19.58 || 21.14 I.0861 | 21.09 | 22.90 E.0026 | 22.54 | 24.62 I.OQQI | 23.92 | 26.30 
1.07907 | 19.60 | 21.16 £.0862) | 20.12 || 22.03, 1.0927 } 22.56] 24.64 1.0992 | 23.94 | 26.32 
1.0798 | 19.63 | 21.20 || 1.0863 | 21.13 | 22.96 || 1.0928 | 22.59 | 24.67 2.09903. || 23.07 || 26.35 
1.0799 | 19.65 | 21.22 || 1.0864 | 21.16 | 22.09 || 1.0929 | 22.61 | 24.70 || 1.0004 | 23.00 | 26.37 
1.0800 | 19.67 | 21.24 || 1.0865 | 21.19 | 23.02 || 1.0930 | 22.63 | 24.73 || 1.0005 | 24.01 | 26.40 
1.0801 | 19.70] 21.28 1.0866 | 21.22 | 23.06 1.0931 | 22.65 | 24.76 1.0006 | 24.03 | 26.42 
1.0802 | 19.72 | 21.30 || 1.0867 | 21.25 | 23.09 || 1.0932 | 22.67 | 24.78 1.0007 | 24.05 | 26.44 
1.0803 | 19.74 | 21.33 || 1.0868 | 21.28 | 23.12 1.09033 | 22.69] 24.81 1.09098 | 24.07 | 26.47 
1.0804 | 19.77 | 21.36 1.0869 | 21.30 | 23.15 1.0034 | 22.71 | 24.83 1.0999 | 24.09 | 26.49 
1.0805 | 19.79 | 21.38 TeOSTOMMN2T G3) l230ro 1.0935 | 22.73 | 24.86 1.1000 | 24.11 | 26.52 
1.0806 | 19.81 | 21.41 || 1.0871 | 21.35 | 23.21 || 1.0936 | 22.75 | 24.80 || 1.1001 | 24.13 |] 26.55 
1.0807 | 19.84] 21.43 1.0872 | 21.37 |. 23.23 1.0037 | 22.77 | 24.91 1.1002 | 24.15 | 26.57 
1.0808 | 19.86 | 21.46 1.0873 | 21.39 | 23.26 1.0038 | 22.80 | 24.93 I.1003 | 24.17 | 26.60 
1.0809 | 19.88 | 21.49 2.0874 |) 22.43 | 23.28 1.0939 | 22.82 | 24.96 I.1004 | 24.19 | 26.62 
1.0810 | 19.092 | 21.52 ELO87S (25.43) |) 23532 1.0940 | 22.84] 24.00 1.1005 | 24.21 | 26.65 
T.08tt | 39.093 || 21.58 1.0976 || 22.45 | 23.33 1.0941 | 22.86 | 25.01 1.1006 | 24.23 | 26.68 
1.0812 | 19.96 | 21.58 || 1.0877 | 21.47 | 23.36 || 1.0942 | 22.88 | 25.03 || 1.1007 | 24.25 | 26.470 
1.0813 | 19.98 | 21.60 || 1.0878 | 21.49 | 23.38 |] 1.0043 | 22.90 | 25.06 I.1008 | 24.28 | 26.73 
1.0814 | 20.00 | 21.63 || 1.0879 | 21.51 | 23.40 || 1.0944 | 22.92 | 25.08 || t.1009 | 24.30 26.75 
1.0815 | 20.03 | 21.66 || 1.0880 | 21.54 | 23.43 1.0045 | 22.04 | 25.11 I.IOIO | 24.32 | 26.78 
1.0816 | 20.05 | 21.69 E.O88r | 21.56) 23.45 1.0046 | 22.96] 25.14 I.IOIr | 24.34] 26.81 
1.0817 | 20.07 | 21.41 1.0882 | 21.58 | 23.48 1.0047 | 22.98 | 25.16 I.IO12 | 24.36 | 26.83 
1.0818 | 20.10 | 21.74 || 1.0883 | 21.60 | 23.50 || 1.0048 | 23.00] 25.18 || r.1013 | 24.30 | 26.86 
1.0819 | 20.32 | 21.77 1.0884 | 21.62 | 23.52 || 1.09409 | 23.03 | 25.21 r.1014 | 24.41 | 26.88 
1.0820 | 20.14 | 21.79 || 1.0885 | 22.64] 23.55 || 1.0950 | 23.05 | 25.2 Teor 24. 6 
1.0821 | 20.17 | 21.83 || 1.0886 | 21.66 | 23.58 || 1.0051 | 23.07 | 25 ae arose ares ee 
1.0822 | 20.19 | 21.85 1.0887 | 21.68 | 23.60 1.0952 | 23.10 | 25.29 I.IOI7 | 24.47 | 26.95 
1.0823 | 20.21 | 21.87 |) 1.0888 | 21.71 | 23.63 || 1.0053 | 23.12] 25.31 1.1018 | 24.49 | 26.98 
1.0824 | 20.24 | 21.01 1.0889 | 21.73 | 23.66 1.0954 | 23.14 | 25.34 || 1.1019 | 24.51 | 27.00 


-0825 | 20.26 | 21.03 1.0890 | 21.75 | 23.60 
-0826 | 20.28 | 21.06 1.0891 | 21.77 | 23.72 
30827 \p20..3% || 2r 00 TsO8O2) | 21701123274. 
-0828 | 20.33 | 22.01 T.0893 | 21.82 | 23.77 
-0829 | 20.35 | 22.04 || 1.0894 | 21.84 | 23.79 


«1020 | 24.53 | 27.03 
-I102I | 24.55 | 27.06 
24.57 | 27.08 
-1023 | 24.60 | 27.11 
-1024 | 24.62 | 27.14 
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UOSZO, || 20.37 | 22206 1.0805 | 21.86 | 23.82 
-0831 | 20.39 | 22.08 1.0896 | 21.80 | 23.85 
+0832 | 20.4% | 22.11 1.0897 | 21.91 | 23.87 
0833) 20.43 [22.13 1.0808 | 21.93 | 23.90 
.0834 | 20.46 | 22.16 || 1.0899 | 21.96 | 23.93 


+1025 | 24.64 | 27.17 
-1026 f 24.66 | 27.19 
. 24.68 | 27.21 
-1028 | 24.70 | 27.24 
+1029 | 24.72 | 27.26 


bo I oe BB oe 
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tb 
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w 

H 
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NI 


-0835 | 20.48 | 22.19 || r.0900 | 21.98 | 23.06 
~0836 | 20.50 |} 22.21 1.0901 | 22.00 | 23.98 


: -0965 | 23.37 | 25.63 I.1030 | 24.74 | 27.20 
1.0837 | 20.52 | 22.24 I.0902 | 22.02] 24.01 

I 

I 


+0066 | 23.30 | 25.66 || 1.1031 24.76 | 27.32 
24.78 || 27.3 

-0908 | 23.44 | 25.71 1.1033 | 24.81 sue 
-0969 | 23.46 | 25.73 1.1034 | 24.83 | 27.30 


-0838 | 20.54] 22.26 I.0903 | 22.04 | 24.03 
.0839 | 20.56 | 22.29 1.0904 | 22.06] 24.05 
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1.0840 | 20.50 | 22.32 I.0905 | 22.08 | 24.08 I 
WOSAT || 20.62 |"22. 215 I.0906 | 22.10 | 24.11 I 
1.0842 | 20.64 | 22.38 || 1.0907 | 22.12 | 24.13 || 1.0072 | 23.52 25.81 Pesan arte EE 
I 
I 


1.1035 | 24.85 | 27.42 
I 
1.0843 | 20.66 | 22.40 1.0908) |\22.75 |.24.16 eee 24-80") 27547 
I 


: 8 | 24.02 | 2 ° 
1.0844 | 20.68} 22.42 || 1.090 22.1 24.18 : | 103 whois 
4 9 7 | 24.1 0974 | 23.57 | 25.86 1039 | 24.94 | 27.53 
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EXTRACT IN BEER WORT—(Concluded), 


Extract. Extract. Extract. Extract. 

poet = i aeentse 5 ree 4 Specific 
Tavity er | Grams tavity er | Gram tavity er Gravity | Per 

at 15°C.) Cent | per || at 15° C.| Cent ber “ll at rs°C.| Cent oe at 15° C.} Cent a : 


y : by by by 
Weight] °° °° Weight Weight *°° °° Weight 


-1205 | 28.38] 31.82 
-1206 | 28.40 | 31 83 
28.42 | 31.86 
-1208 | 28.44 | 31.88 
-1209 | 28.46 | 31.09 


-ID50 || 27.20 | 30.43 
SLLSE | 2Q7e3E |) 3On45 
27.33 | 30.47 
SEES5'3) | 27.35. 30.50 
SERS AN, 27 33)7 || 30.52 


-1095 | 26.16 | 29.03 
-1006 | 26.18 | 29.06 
-1097 | 26.20 | 29.08 
-1008 | 26.23 | 29.11 
~1099 | 26.25 | 290.13 


I.1040 | 24.96 | 27.56 
I.1041 | 24.98 | 27.58 
I.1042 | 25.00 | 27.60 
1.1043 | 25.03 | 27.63 
1.1044 | 25.05 | 27.66 
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«1210 | 28.48 | 31.03 
7120n |26, 50 e3r 105 
28.52 | 31.08 
35223 | 28.54 | 32200 
-1214 | 28.56 | 32.03 


SEL 55 27s O 30-55: 
21156 | 27.40 | 30.57 


-I100 | 26.27 | 290.16 
-1ror | 26.20 | 20.10 
PELOB e2On Sit \e2O), 20 
SELO3 | 20.33 20.24 
+1104 | 26.35 | 29.26 


I.1045 | 25.07 | 27.609 
1.1046 | 25.090 | 27.72 
T.LO47 | 25.10 | 27.74 
1.1048 | 25.14 | 27.77 
1.1049 | 25.16 | 27.79 


HHHHH 
HHHHH 
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“12r5| 28.58 | 32.05 
-1216 | 28.60 | 32.08 
28.62) | 32erx 
.r2t8 | 28.64 | 32.13 
«2219 | 28.66 | 32.15 


210% | 26.37 ] 29.20 
=£EOO | 26.30, |.20.32 
~£207 | 96.47 | 20. 34 
-1108 | 26.44 | 29.37 
-II0Q | 26.46 | 20.390 


T.1050 | 25.18 | 27-82 
I.105f | 25.20 | 27.85 
1.1052 | 25.22 | 27.87 
1.1053 | 25.24 | 27.90 
I.1054 | 25,27 | 27-93 
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-1220 | 28.68 | 32.18 
~1221 |-28.70'| 32.20 
28.72 | 32.23 
L226 Neon a es eae 5 
~1224 |)25.76 | 32.27 


-IIIO | 26.48 | 20.42 
ELIZ) | 26.50 | 20.44 
«BED? | 26.52 | 26.46 
-I113 | 26.54 | 20.40 
+1114 | 26.56 | 29.51 


1.1055 | 25.20 | 27.06 
I.1056 | 25.31 | 27.08 
1.1057 | 25.33 | 28.00 
1.1058 | 25.35 | 28.03 
I.1059 | 25.38 | 28.06 
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1225 | 28.978 | 32.30 
.1226 | 28.80 | 32.32 
28,62 ||| 32.35 
-1228 | 28.84 | 32.37 
-1229 | 28.86 | 32.40 


-1115 | 26-558 | 20.54 
-£EEO | 26.00 | 20.57 
-IIt7 | 26.62 | 290.50 
-1118 | 26.64 | 29.61 
-I119 | 26.66 | 29.64 


1.1060 | 25.40 | 28.00 
t.r06r | 25.42 | 28.12 
I.1062 | 25.44 | 28.14 
1.1063 | 25.46 | 28.17 
I.1064 | 25.48 | 28.19 
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_ 
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-1230 | 28.88 | 32.43 
-1231 | 28.90 | 32.45 
28.92 | 32.48 
+1233 | 28.94 | 32.50 
1234 | 28.96 | 32.53 


-1120 | 26.68 | 29.67 
-I12t | 26.70 | 29.69 
eLEL2 0) 26.7.2) (20071 
2 hE 23) |) 260)..7'5 | 20.074. 
SPL24 1 °26)..7°7) | 20077 


1.1065 | 25.50 | 28.22 
1.1066 | 25.52 | 28.25 
2.8007 | 25.54 | 28.27 
1.1068 | 25.57 | 28.30 
I.1069 | 25.59 | 28.32 
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O° 
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HHHHH 
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1235 | 28.08 | 32.56 
.1236 1 29.00 | 32.58 
29.02 | 32.60 
«6238 | 201.04 1) 32)..03 
~1239 | 20.00 | 32.65 


=1825 | 26.70 || 20.80 
-1126 | 26.81 | 29.83 
«1927 | 26.83 | 20.85 
-I1128 | 26.85 | 29.88 
-I129 | 26.87 | 29.90 


I.1070 | 25.61 | 28.35 
1.1072 | 25.63 | 28.38 
1.1072 | 25.65 | 28.40 
2,1073 | 25.67 |. 28.43 
1.1074 | 25.69 | 28.45 
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-1184 | 27.96 | 31.27 


-1240 | 29.08 | 32.68 
-1241 | 290.10 | 32.71 
20-0 2032073 
-1243 | 20.14 | 32.76 
-1244 | 29.16 | 32.78 


-1130 | 26.89 | 29.93 
-I131 | 26.91 | 20.95 
+5132 | 26.93 | 20.07 
-1133 | 26.95 | 30.00 
-1134 | 26.97 | 30.02 


T.1075 | 25.71 | 28.48 
E.1076 | 25.73 | 25.52 
H.f077 | 25.75 | 28.53 
r.1078 | 25.78 | 28.56 
I.1079 | 25.80 | 28.58 
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Hw 
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-1245 | 29.18 | 32.84 
1246 | 20.20 || 32.83 
a 29.22 | 32.86 
-1248 | 29.24 | 32.89 
-1249 | 29.26] 32.91 


-I135 | 26.99 | 30.06 
-1136 | 27.01 | 30.08 
EES] | 27.03 
aEESO. | 27.1058) 30.03 
-33.50-| 27.07) | 30.25 


1.1080 | 25.82 | 28.61 
r.1081 | 25.84 | 28.64 
1.1082 | 25.86] 28.66 
1.1083 | 25.89 | 28.60 
1.1084 | 25.01 | 28.72 
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1252 | 290.32 | 32.99 
«0253 1°20. 34 || 33-02 
E254 | 20.30 33.04 


1.1085 | 25.93 | 28.75 || 1-1140 | 27.09 | 30.18 
I.1086 | 25.06 | 28.78 |} 1.1141 | 27.11 | 30.20 
Z.1087 | 25.08 | 28.80 || 1.1142 | 27.13 
I 
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I.1090 | 26.05 | 28.80 |] 1.1145 | 27.19 | 30.31 I ° I.I255 | 29.38 | 33.27 
I.1091 | 26.07 | 28.92 I.1146 | 27.21 | 30.33 || 1-120 | 28.30] 31.70 || 1.1256 | 29.40 | 33.09 
1.1092 | 26.09 | 28.04 || 1.1147 | 27.23] 30.35 I T.1287 | 20.42°| 33.32 
T.109g | 26.12 || 28.07 Tati4S | 27.25) 30.37 1.1203) | 28.34 | 35...7'5 3.7258 | 20.45 | 33.54 
1.1094 poems 29.00 || ©.1149 | 27.27 | 30.40 || 1.1204 | 28.36] 31.78 || 1.1259 | 20.47 | 33-17 
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Original Gravity of Beer Wort and its Determination.—Following a 
long-established custom of the Englisa excise, the duty on beer has been 
based on the specific gravity of the original wort, by which is meant the 
wort of the beer before any of its sugar has been lost by fermentation. 

From the content of alcohol in the beer the sugar originally present 
in the wort may be calculated, assuming that the alcohol amounts to 
about half the sugar used up in fermentation. 

Obtain the specific gravity of the beer, dealcoholized and made up 
to its original volume, as in the calculation of the extract. This is called 
the ‘extract gravity.” Note the specific gravity corresponding to the 
alcohol found, i.e., the specific gravity of the distillate in the alcohol 
determination, when made up to the original volume; and subtract this 
from 1. The difference is known arbitrarily as the ‘“‘ degree of spirit 
indication.” 

From the table of Graham, Hofmann, and Redwood,* given below, 
the “degrees of gravity lost”? corresponding to the ‘spirit indication” 
are ascertained. This figure is added to the “extract gravity” to find 
the “original gravity of the wort.” 


SUGAR USED UP IN FERMENTATION, 


Sa: | 

at 

Al 
oe 
oa € ,0000 | 0.000T | 0.0002 | 0.0003 | 0.0004 | 0.0005 | 0.0006 | 0.0007 | 0.0008 | 0.0009 
BS 
a: 
OROCOmIeseiee ier ©.0003 0.0006 |o.0009 |o.0012 [0.0015 |o.0018 jo.0021 |0.0024 0.0027 
-OOT | -0030 | -0033 | -0037 | .co4r | .0044 | -0048 | -0051 | -0055 | -0059 | .0062 
+002 | .0066 | .9070 | -0074 | .0078 | .0082 | .0086 | -cogo | -0094 | -9098 | -o102 
-003 | -O107 | -OTII | -OII5 | -0120 | -0124-| -o129 | .0133 | -0138 | -o142 | -0147 


+004 | -OI5I | -o155 | -o160 | -o164 | .0168 | .0173 | -0177 | -o182 | -0186 | .oro1 
-005 | -O195 | -O199 | -0204 | -0209 | -0213 | -0218 | .0222 | .0227 | -0231 | .0236 
-006 | .0241 | .0245 | -0250 | ,0255 | .0260 | .0264 | .0269 | .0274 | .0278 | .0283 
+007 | -0288 | .0292 | .0297 | .0302 | .0307 | .0312 | .0317 | .0322 | .0327 -0332 
-008 | -0337 | -0343 | -0348 | -0354 | -0359 | -0365 | -0370 | -0375 | .0380 | .0386 
-009 | -039I | -0397 | .0402 } .0407 | -0412 | .0417 | .0422 | -0427 | .0432 | .0437 
-O1O0 |, -0442 | .0447 | .0451 | .0456 | .0460 | .0465 | -0476 | .0475 | .0480 -0485 
-OII | .0490 | .0496 | -o5o0r | .0506 | .osr2 | 0517 | .0522 | .0527 | .0533 -0538 
2012 | -0543 | -0549 | -9554 | -0559 | -0564 | .0569 | .0574 | -0579 | -0584 | -o589 
-013 | -0594 | -0600 | .o605 | .o611 | .0616 | .0622 | .0627 | .0633 | .0638 -0643 
-014 | -0648 | .0654 | -0659 | .0665 | .0471 | .0676 | .0682 .0687 -0693 | -0699 
-015 | -0705 | -o711 | .0717 | .0723 | .0729 | .0735 | .0741 | .0747 | -0753 | .0759 


* Report on Original Gravities, 1852; Allen’s Coml. Org. Anal., 4 Ed., Vol. I, p. 151. 


755 


ALCOHOLIC BEVERAGES. 


“gv ‘d ‘9061 ‘6z ‘ussamMneiIg oJUIeSad “S}IOZ y 


9b-3 6 6-1 6 tr-L 6 1679 6 
£v-3 8 ZO 8 ob-L 8 68-9 8 
oF 3 Yi 69-4 L ge-Z us 98°9 L 
g6-g | 9 |] 4g74 g | se-4 9 || 8-9} 9 
Sf-g S bg-L 4 tay Ss 1379 $ 
£E-3 + 1g"L b of-L b 61-9 v 
of-g € OL-L Sy aes € gL-9 € 
gz-8 z oL-L z Se-L Zz SLaO z 
Sz-g I VEL, I ze-L, I tL-9 I 
ZZ2O NO=Seull taal, |LOnOo Il OZ aha somacalllECOTONLOROZ 
0% 78 6 69-1 6 gi-L 6 99-9 6 
L1-g 8 || 99°4 gl vrs 8 || £99 8 
*Sisg L fg-L L Tuy, Z 19°79 L 
zI°g 9 || t9°4 9 |) gord 9 || 8879 9 
og S$ go-L <i go-L S SIE) S$ 
Lo-g v oli 4 y fo-L + fS-9 b 
$o-g £ £S-2 a to-L a oS-9 € 
ZO°8 z 1S-f z 86-9 z gb-o z 
66-2 if gh L I L6-9 I Sb-9 I 
LOwl Ost SVOL NN O707 ml POO. OzLcu\|ev-o) || Once 
“SUIBIL) “SUeIL) *SUreIr) “SUIBIL) 
“99 OOT ‘09 OOL ‘00 OOI ‘00 OOL 
Hoe eae ear tee ape aire | eae 
“xq ce | al XZ 


ob-9 
LOG) 
Se-9 
zf-g 
of-9 
lz-g 
Sz-9 
zz-O 
61-9 
Li-9 
br-9 
zI-9 
6079 
Lo-g 
tog 
1079. 
66°S 
96°S 
+6-S 
16°S 


*SUTRID 
"99 OO 
124; 
yOVIy XA 


6 6g°S 

8 987s 

L €g°S 

9 1g°6 

S QA ag) 

v o£-S 

£ SAS 

z DeaG) 

I 39° 
o-bz S9>S 
6 f9°S 

8 || o97S 

L gS-S 
Gy) SSRs 

S AS, 

+ of -S 

: Le-S 

z crs 

I abs 
o- fz oF-S 
“SUIBID) 
“99 OOF 

fol xo ul 
peIyxy 


° 


Ee ere Oe COR ONS Na RN TC girs OUNO SPs! OO ON 


ie) 
a 


Gal =e 


rms 
60°S 
gos 
to § 
to°S 
96°r 
96°F 
£6*r 
16°v 
8g°r 


*suTeIN 
90 OOT 
Ur 
qORITXY 


ie) 
ArAMayTMO ~CO SEE Meal ESSER ERT NODS COED 


ie) 
H 


98°F 
€g-r 
IgV 
gl-v 
SL-v 
chy 
oL-t 
so°F 
So-b 
fo-+ 
og + 
Liat 
GS-4 
zS-b 
oS 4 
Lv v 
Sb-r 
zoey 
ov? 
LE-b 


*suIeID) 
"99 OOT 
ur 
qoRryxy 


fe) 


mHAMaATMO WO SP Hees) NO eh Se ess) ™m™oo On 


° 
. 
H 


(eel 


*x(Y) WAT AHL AO ALVITIILSIG AHL AO GNV (Y) WAAAT AHL AO DNIGVAY 
VALAWOLOVUAGA NOISYANWI AHL WOUT YWAAM NI LOVALXA AHL ONINIVIGO YOA ATIAVL S\NNVWYAMOV 


Bey, 
Gov, 
62° 
Lo-v 
be-v 
Gan 
(ob a 
g1-v 
viI-v 
Eateecty 
60°F 
go-r 
to-v 
10°? 
g6-¢ 
96-¢ 
£055 
16° 
gg-e 
oL-€ 


*suIeIN 
“99 COI 
ul 


peIyXy 


1°) 
# 


MNHAMAFAMO MWA ACOH A NH AMO WO DW 


fe) 
. 
al 


I —H 


$e 


756 FOOD INSPECTION AND ANALYSIS. 


Exam ple.—Suppose the ‘‘extract gravity” is 1.0389 and the specific 
gravity of the alcoholic distillate is 0.9902, both at 15.6. Then 1 —0.9902 = 
9.0098, the ‘‘degree of spirit indication.” From the above table the cor- 
responding ‘‘degree of gravity lost” is found to be 0.0432. 

0.0432+ 1.0389 =1.0821, the original gravity of the wort. 

The calculation in the above simplified form is accurate for normal 
beer wherein the free acid present, expressed as acetic, does not exceed 
0.1%. In case of beer that has developed free acid much in excess of 
the above limit, a correction should be added to the degrees of spirit 
indication. This correction, which in practice it is rarely necessary to 
apply except in extreme cases of old or sour beer, is calculated as follows: 

If a represents the grams of free acid (as acetic) in too cc., then the 
correction to be added to the spirit indication =0.0013@ —0.00014. 

Exam ple.—Supposing the ‘‘extract gravity” to be 1.0413, the specific 
gravity of the alcoholic distillate to be 0.9890, and the free acid as acetic 
to be 0.35%. Then 1—0.989=0.0110, the degree of spirit indication. 

0.35 X0.0013 — 0.00014 =0.0003, correction to be added to the spirit 
indication. 

9.0110 + 0.0003 =0.0113, corrected spirit indication. 

From the above table the corresponding degrees of gravity lost are 
0.0506: 

0.0506 + 1.0413 = 1.0910, the original gravity of the wort. 

Determination of Degree of Fermentation.—This is calculated by 


200A 
the formula Dee in which D=degree of fermentation, A =per cent 


of alcohol by weight, .and B=the original extract. 

Determination of Reducing Sugars.—Dealcoholize 25 cc. of the beer 
and make up to toocc. Determine reducing sugars by the Defren- 
O’Sullivan or Munson-Walker method, and calculate as maltose. 

Determination of Dextrin——Dilute socc. of the beer to 200Ccc., 
hydrolize by heating in a boiling water-bath for 24 hours with 20 cc. 
of hydrochloric acid (specific gravity 1.125), nearly neutralize the free 
acid with sodium hydroxide, make up to 300 cc., filter, and determine 
the dextrose by copper reduction. Multiply the amount of reducing 
sugars as maltose by 0.95, subtract this from the dextrose, and multiply 
the difference by 0.9, thus obtaining the dextrin in the ber 

Determination of Glycerol.—Proceed as directed on page 734 under 
wine. The milk of lime is added during evaporation after the carbon 
dioxide has been expelled. It is advisable that the filtrate, after being 
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evaporated to a syrupy consistency, be treated again with 5 cc. of 
absolute alcohol and two portions of 7.5 cc. each of absolute ether. 
If clear, continue as directed. If not clear, it is necessary to repeat 
the treatment with lime. 

Determination of Total, Fixed, and Volatile Acids. — A measured 
volume of the beer, say to cc., is freed from carbon dioxide by bringing 
to boiling. It is then cooled and titrated with tenth-normal sodium 
hydroxide, using neutral litmus solution as an indicator. Each cubic 
centimeter of tenth-normal alkali is equivalent to 0.0cog gram of lactic 
acid, in which the total acidity is usually expressed. 

Fixed acid, also expressed as lactic, though small quantities of suc- 
cinic, tannic, and malic acids are usually also present, is determined as 
follows: Dealcoholize a measured amount of the beer, say 10 cc., by 
evaporation to one-fourth its volume, dilute with water to the original 
volume, and titrate with tenth-normal alkali, as before. 

Volatile acid is expressed as acetic, and is usually calculated by dif- 
ference between total and fixed acid. Each cubic centimeter of tenth- 
normal alkali is the equivalent of o.co6 gram acetic acid. 

Determination of Proteins.—Fifty cc. of the beer are first treated 
with 5 cc. of dilute sulphuric acid, and concentrated by boiling to syrupy 
consistency. Then proceed by the Gunning method, p. 58. NX6.25= 
proteins. 

Determination of Phosphoric Acid.—Unless the sample is very dark- 
colored, sufficiently close results can usually be obtained by direct titra- 
tion of the beer itself with uranium acetate solution. For very accurate 
results the ash should be used. Prepare a solution of uranium acetate of 
such strength that 20 cc. will correspond to 0.1 gram P,O,;. This solution 
is best standardized against pure, crystallized, uneffloresced, powdered 
hydrogen sodium phosphate, 10.085 grams of which are dissolved in 
water and made up to a liter. 50 cc. of this solution contains 0.1 gram 
phosphoric anhydride, if the salt is pure. If the solution is of proper 
strength, 50 cc. evaporated to dryness and ignited in a tared platinum 
dish should have an ash weighing 0.1874 gram. For preliminary trial 
about 35 grams of uranium acetate are dissolved in water, 25 cc. of glacial 
acetic acid, or its equivalent in weaker acid added, and the solution made 
up to a liter with water. | 

To standardize, 50 cc. of the standard phosphate solution prepared 
as above are heated to go® or 100° C., and the uranium solution run in 
from a burette till the resulting precipitate of hydrogen uranium phos- 
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plate is complete. The end-point is determined by transferring a few 
drops of the solution to a porcelain plate, and touching with a drop of 
freshly prepared potassium ferrocyanide. solution. When the slightest 
excess of uranium acetate has been added, a reddish-brown color is pro- 
duced by the ferrocyanide. The uranium acetate solution is purposely 
made rather stronger than necessary at first, and by repeated trials is 
brought by dilution with water to the required strength (20 cc. equivalent 
to 50 cc. of the phosphate solution). 

Fifty cc. of the beer are heated to go° or 100°C. and titrated with 
the uranium acetate solution under the same conditions and in precisely 
the same manner as when standardizing that solution. Each cubic centi- 
meter of the uranium acetate corresponds to 0.01% of P,O;. 

For the phosphoric acid determination in the ash, 50 cc. of the beer 
are incinerated in the regular manner, and the ash moistened with con- 
centrated hydrochloric acid. The acid is then evaporated off on the 
water-bath, after which the ash is boiled with 50 cc. of distilled water, and 
titrated with the standard uranium sclution. 

Determination of Carbon Dioxide.*—In the case of beer and other 
carbonated drinks put up in corked bottles, the carbon dioxide may be 
readily determined by piercing the cork with a metal champagne tap, 
which is connected by a flexible tube, first with a safety flask and then 
with an absorption apparatus somewhat after the style of that used in 
the determination of carbon dioxide in baking powder, the liberated 
carbon dioxide being absorbed for weighing in a concentrated solution 
of potassium hydroxide contained in a tared Liebig bulb. The beer- 
bottle thus connected is immersed in a vessel of water, which is heated 
over a gas-flame, after all the carbon dioxide that will escape spontaneously 
has been allowed to do so. Before weighing the absorbed carbon dioxide, 
the beer-bottle is replaced by a soda-lime tube, and a current of air drawn 
through the tubes. 

Beer and ale put up in bottles having patent metallic or rubber stoppers 
cannot thus be treated. In this case a measured quantity, say 200 cc., 
of the sample is transferred as quickly as possible to a large flask pro- 
vided with an outlet-tube having a glass stopper, this being connected 
up with the safety-flask and absorption-tubes. In this case heat may be 
directly, though cautiously, applied to the flask containing the beer by 
means of a gas-flame, after all the carbon dioxide has gone over that will 


*U. S. Dept. of Agric., Bur. of Chem., Bul. 65, p. 95; Bul. 107 (rev.), p. 92. 
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do so spontaneously. Exactly the same apparatus as that shown in Fig. 
71 may be used to advantage for determination of carbon dioxide in beer, 
except that a larger distilling-flask should be used in the case of beer. 

Detection of Bitter Principles.—Elaborate schemes have been worked 
out for the systematic treatment of beer and ale for bitter principles. Nearly 
all of these are complicated and somewhat unsatisfactory. The presence 
of alkaloids in malt liquors, deliberately introduced during the process 
of manufacture, is now so rare that the analyst need seldom look for them, 
except in cases of suspected poisoning, when the scheme of Dragendorf * 
or of Otto-Stas should be employed. While it is somewhat difficult to 
positively identify the various alkaloids, it is usually easy to prove their 
absence in clear solutions, if on treatment with either of the general 
alkaloidal reagents, Mayer’s solution, or iodine in potassium iodide, no 
precipitate is formed. 

It is comparatively easy to prove the mere presence or absence of hop 
substitutes. The bitter principle of hops is readily soluble in ether, 
when a sample of the beer evaporated to syrupy consistency is extracted 
therewith, while the bitters of quassia and aloes, common hop substitutes, 
are insoluble in ether. Though many varieties of bitters might be em- 
ployed that are soluble in ether, the absence of a bitter taste from the 
ether extract is evidence of the absence of hops. 

The most marked difference analytically between hops and their 
substitutes in malt liquors lies in the fact that the bitter principle of hops 
is completely precipitated therefrom by treatment of the beer with lead 
acetate (either basic or neutral), leaving no bitter taste in the filtrate 
after concentration, while if any of the hop substitutes are present, the 
concentrated filtrate from the lead acetate treatment will have a bitter 
taste. The excess of lead should be removed from the filtrate, before 
concentration and tasting, by treatment with hydrogen sulphide. If the 
residue from the ether or chloroform extraction of the concentrated filtrate 
from a beer after treatment with lead acetate be found to be bitter, there 
is positive evidence that a foreign substitute has been employed. 

The following are characteristic reactions that may help to identify 
some of the common hop substitutes: Tf 

Quassiin is readily soluble by chloroform from acid solution. If a 
residue containing quassiin be moistened with a weak alcoholic solution 


* Gerichtlich-Chemische Ermittelung von Giften, St. Petersburg, 1876. 
{ Allen, Analyst, 12, 1887, p. 107. 
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of ferric chloride and gently heated, a marked mahogany-brown color- 
ation is produced. 

On treatment of quassiin with bromine and sodium hydroxide or 
ammonia, a bright-yellow color is shown. 

Chiretta is readily dissolved by ether from its aqueous solution. Its 
ether residue, when treated with bromine and ammonia, gives a straw 
color, slowly changing to a dull purple-brown. This is not true of 
its chloroform residue, so that it is not to be mistaken for quassia 
(Allen). 

Gentian Bitter may be extracted by treatment of the acid liquor with 
chloroform. When the residue containing gentian bitter is treated with 
concentrated sulphuric acid, in the cold, no color is produced, but on 
warming gently a carmine-red color is shown; if further treated with 
ferric chloride solution, a green-brown color is formed. 

Aloes.—This substance is separated from beer by treating the dried 
residue from 200 cc. of the beer with warm ammonia, filtering, cooling, 
and treating the filtrate witn hydrochloric acid. The resin of aloes is 
precipitated and collected on a filter. It is insoluble in cold water, ether, 
chloroform, or petroleum ether, but is soluble in alcohol. It has a very 
characteristic odor, which serves to identify it. The hot-water solution 
gives a curdy precipitate on treatment with lead acetate. 

Capsicin is extracted by treatment of the acid liquor with chloroform. 
it is recognizable by its sharp, pungent taste. 

Detection of Arsenic.—By the Marsh Method.—Measure 100 cc. of 
the beer (freed from carbon dioxide by agitation) into a seven-inch porce- 
lain evaporating-dish, add 20 cc. pure concentrated nitric acid, and 3 cc. 
pure concentrated sulphuric acid, and cautiously heat till vigorous chemi- 
cal action sets in, accompanied by frothing and swelling of the beer. Tum 
the flame low or remove it altogether, and stir vigorously till the frothing 
ceases, after which the liquid may be boiled freely. At this stage 
transfer to a large casserole, and continue the boiling till nearly all 
the nitric acid is driven off. Then, holding the casserole by the handle, 
continue the heating till the mass chars and the fumes of sulphuric acid 
are given off, giving the casserole a rotary motion to prevent sputtering. 
The residue should be reduced to a dry, black, pulverulent char soon after 
the sulphuric acid fumes begin to come off freely. If still liquid, pieces of 
filter-paper should be stirred in while still heating, till the residue is dry, 
avoiding an excess of paper. 

Cool, add 50 cc. of water, and remove the masses of char from the sides 
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of the dish by the stirring-rod. Heat to boiling and filter. Use the 
filtrate for the Marsh apparatus, adding it gradually. 

The arsenic mirror may be weighed in the usual manner, jf of suffi: 
cient size. 

Reinsch’s Test.*—Two hundred cc. of the beer are acidified with 1 cc. 
of pure, concentratéd, arsenic-free hydrochloric acid, and evaporated to 
half its volume. 15 cc. more of hydrochloric acid are then added, and 
a piece of pure burnished copper foil half an inch long and a quarter of 
an inch wide is immersed in the liquid and kept in it for an hour while 
simmering, replacing from time to time the water lost by evaporation. If: 
after the lapse of an hour the copper still remains bright, no arsenic is 
present. 

If the copper shows a deposit, remove, wash with water, alcohol, and 
ether, and dry. Then place the copper in a subliming-tube, and heat 
over alow flame. Tetrahedral crystals, apparent under the microscope, 
show the presence of arsenic. Blackening of the copper does not in itself 
prove arsenic. 

Detection and Determination of Preservatives. —See Chapter XVIII. 
Sulphurous acid may be determined by direct titration, as in the case of 
wine. 


MALT EXTRACT. 


True malt extract is a syrupy fluid having a specific gravity of from 
1.3 to 1.6, and made up in accordance with the following directions of 
the 1880 Pharmacopoeia: Upon too parts of coarsely powdered malt 
contained in a suitable vessel, pour 100 parts of water, and macerate 
for six hours. Then add 4oo parts of water, heated to about 30° C. 
and digest-for an hour at a temperature not exceeding 55°C. Strain 
the mixture with strong pressure. Finally, by means of a water-bath or 
vacuum apparatus, at a temperature not exceeding 55° C., evaporate 
the strained liquid rapidly to the consistence of thick honey. 

Keep the product in well-closed vessels in a cool place. 

Such an extract has a residue of at least 70%, consisting chiefly of 
maltose, and contains about 2% of diastase. It should furthermore be 
capable of converting its own weight of starch at 55°C. in less than ten 
minutes. 

The following are analyses of three samples of pure malt extract: f 


* Jour. Soc., Chem. Ind., 20, p. 646. 
+ Penn. Dept. of Agric. An. Rep., 1898, p. 85. 
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There are on the market many so-called malt extracts widely advertised 
‘for their tonic and medicinal virtues, having the taste and consistency 
of beer or ale. In fact they are virtually beer, differing therefrom mainly 
in respect to price. Such ‘‘malt extracts” have no diastase, and their 
value as nutrients depends almost entirely on their sugar content. 

Harrington * has analvzed twenty-one of the best known of these 
alleged malt extracts, the maximum, minimum, and mean results of his 
analyses being as follows: 


Specifi Total 
| Gaavity. | a Residue. Ash. 
Mia xara ayeo.) re ctevare eretays sister’ ste oe 1.0555 Gene 13-63 0.53 
Mionathaa; Be Soe sb oe Soseas ase 1.0149 0.74 ee x} 0.20 
Migaiinataae als steht test ce wslsk ts xo tl eae ens 3-94 8.78 


None of them contained any diastase, and several were preserved 
with salicylic acid. 


DISTILLED LIQUORS. 


These beverages differ from those hitherto considered, by reason of 
their high alcoholic content and low extract or residue. Indeed, when 
first distilled they are entirely without residue, but from long storage in 
casks, they absorb certain extractives from the wood, that impart more 
or less flavor as well as color. ; 

When any fermented alcoholic infusion is subjected to distillation 
under ordinary circumstances, a distillate results which consists of a 
mixture with water of a large number of alcohols, chief among which 
is ethyl alcohol. The high boiling alcohols—amyl, butyl, propyl, etc., 
with their esters—exist in the distillate in small amount, constituting 
what is known as fusel oil. The various distilled liquors of commerce 


* Boston Medical and Surgical Journal, Dec. 31, 1896. 
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are made by just such a process of distillation, the product varying 
widely in flavor and character with the basis from which it was distilled. 

The so-called pot-still (the old-fashioned copper still and worm) 
is well adapted for the production of potable spirits such as whiskey, 
brandy, gin, and rum, as these products should contain the congcneric 
substances which give the liquors their special character; it is not, 
however, suited for the manufacture of pure alcohol, because repcated 
distillation would be required for purification. 

Now, however, by the use of improved apparatus, such as the Coffey 
still, involving the principle of fractional condensation, it is possible to 
obtain what is known as “silent spirit,” or ethyl alcohol, free from 
fusel oil. With proper appurtenances for rectifying, one can now obtain 
95% alcohol by two distillations. 

Standards for Spirits—The following are the standards adopted 
by the Joint Committee of the Association of Official Agricultural 
Chemists and the Association of State and National Food and Dairy 
Departments: 

Distilled Spirit is the distillate obtained from a fermented mash of 
cereals, molasses, sugars, fruits, or other fermentable substance, and 
contains all the volatile flavors, essential oils, and other substances 
derived directly from the material used, and the higher alcohols, ethers, 
acids, and other volatile bodies congeneric with ethyl alcohol produced 
during fermentation, which are carried over at the ordinary tempera- 
ture of distillation, and the principal part of which are higher alcohols 
estimated as amylic. : 

Alcohol, Cologne Spirit, Neutral Spirit, Velvet Spirit, or Silent Spirit, 
is distilled spirit from which all, or practically all, of its constituents 
except ethyl alcohol and water, are separated, and contains not less than 
94.9% (189.8 proof) by volume of ethyl alcohol. 

Composition of Fusel Oil.—Fusel oil varies considerably in compo- 
sition with the source from which it is derived. Amyl alcohol, being 
in all cases its chief constituent, is frequently known commercially as 
fusel oil. The alcohols found in fusel oil with their formulas, specific 
gravity, and boiling-points are as follows: 


Formula. ee Boiling-point. 
Ethyl jalcohol. 72... 2222. oe cnc soc wee C,H,OH -794 7O.4° Cy 
Bij! YF pa cooapcoSsroesdacenencaue C,H,OH -820 OVC. 
Butyl os ee SOD SEOOHE AS welecaaenr | @ABEOvs! -803 rreseG, 
Rival “(oS Ce Seoncepnonueganaceconke | (Ciel Ole! yeiey 4 neyo (C 
Stegall, | 90" Bastignasdbacorcesnassusos C,H,,0H 


—_—_———— ee lll SsS39393)9)I0_wnsmaaw™™ 
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The following acids have been found in fusel oil, usually combined 
with the alcohols to form compound ethers: 


I NSLN teeth ees (SICA Os Caprolesita areas TiC.FL.O; 
Propiomicsa.. 52-8 t1C.H.O); (Enanthylic:.. ..- H@-1i.0, 
BULLY LI Gsge oie «aie HC,H7O; CapryliCiiee .- estes HG .1.0; 
Valenianicay a.d-t ite. uO, Pelargonic. = 5. Be Nel@A se Oe 


Aging.—Freshly distilled liquors all contain notable quantities of 
substances, which render them harsh and unfit for use, but during 
aging, they become in several years mellow and palatable. The chemi- 
cal changes which take place during aging are discussed under whiskey. 


WHISKEY. 


Process of Manufacture.—Whiskey is the liquor resulting from the 
distillation of a fermented infusion of grain, the process being carried 
out in a pot-still, or some other form of still, constructed so that the 
resulting liquor contains not only the alcohol, but also the greater part 
of the congeneric substances which are vaporized with the alcohol. The 
fermented infusion known as the ‘‘ mash” is obtained by steeping in 
water the starch-containing material, usually barley, rye, corn (maize), 
or oats mixed with malt, and subjecting the mixture to the action of 
the diastase contained in the malt, in much the same manner as the 
mashing process in the brewing of beer, except that for whiskey the 
process of saccharous fermentation is carried further, with a view to 
obtaining a: maximum yield of maltose and a minimum of dextrin. 
Yeast is afterwards added, and alcoholic fermentation allowed to proceed 
with proper precautions, 

The fermented wort from whatever source obtained is subjected to 
distillation, purposely avoiding rectification or separation of the fusel 
oil and other congeneric substances which are valuable as flavors. The 
product of the first distillation is called ‘low wines,” and is redistilled; 
the product of the secend distillation is commonly divided into three 
fractions, of which the middle portion, or “clean spirit” is retained 
for the whiskey, while the first (‘‘foreshots”) and the last fraction 
(“faints”) are mixed with the next portion of low wine to be redistilled. 
If the whiskey is too high in alcohol, it is diluted to the proper strength. 

As new whiskey is crude and harsh in taste, it is subjected to “ aging,”” 
or storing in casks for a number of years. The aging process softens 
and refines the flavor, but recent investigations have proved that this 
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is not due, as formerly believed, to transformation of fusel oil into esters 
although the esters increase in amount during aging, as do also the acids 
—especially the volatile acids—the aldehydes, and the furfural. As a 
matter of fact, the percentage of fusel oil increases instead of diminishes 
on aging, due to the evaporation of water and, in a lesser degree, of 
alcohol through the wood; the actual amount, however, remains prac- 
tically the same as at the start (see table, p. 769). When first distilled, 
whiskey is perfectly colorless, but during the aging it extracts more or 
less color and some flavor from the casks in which it is stored. This 
color is especially pronounced in American whiskies, owing to the pre- 
vailing custom of charring the inside of the cask. Its flavor varies 
considerably with the nature of the grain’ used in its preparation. 

U. S. Rulings.—The following decision of President Roosevelt, based 
on an opinion of Attorney-General Bonaparte, was promulgated by Sec- 
retary Wilson, April 11, 1907: 

‘‘ Straight whiskey will be labeled as such. 

‘A mixture or two or more straight whiskies will be labeled ‘ blended 
whiskey,’ or ‘ whiskies.’ 

“A mixture of straight whiskey and ethyl alcohol, provided that 
there is a sufficient amount of straight whiskey to make it genuinely a 
‘mixture,’ will be labeled as compound of, or compounded with, pure 
grain distillate. 

“Imitation whiskey will be labeled as such.” 

This decision was overruled by President Taft, whose opinion is the 
basis of Food Inspection Decision No. 113 (Feb. 16, rg10), signed by the 
secretaries of the Treasury, Agriculture, and Commerce and Labor. The 
chief points of this decision follow: 

“All unmixed distilled spirits from grain, colored and flavored with 
harmless color and flavor, in the customary ways, either by the chatred 
barrel process, or by the addition of caramel and harmless flavor, -if of 
potable strength and not less than 80° proof, are entitled to the name 
whiskey without qualification. 

““Whiskies of the same or different kinds (ie., straight, rectified, ake, 
tilled, and neutral spirits whiskies) are like substances and mixtures of such, 
with or without harmless color or flavor used for purposes of coloring and 
flavoring only, are blends. 

‘Potable alcoholic distillates from sources other than grain (e.g., cane, 
fruit, or vegetables), colored and flavored, are imitations and mixtures of 
such with grain distillate are compounds. 


766 FOOD INSPECTION AND ANALYSIS. 


‘A distillate “of grain (e.g., corn) flavored to simulate a whiskey of 
another kind (e.g., rye) is an imitation of that whiskey.” 

Attorney-General Wickersham (F. I. D. No. 127) has further decided 
that the name “ Canadian Club whiskey ” is distinctive and it is therefore 
"unnecessary to place the word “ blend ” on the label. 

Joint Standards.—The following are the standards of the Joint Com- 
mittee of the A. O. A.C. and the A. S. N. F. D. D.: 

New Whiskey is the properly distilled spirit from the properly pre- 
pared and properly fermented mash of malted grain, or of grain the starch 
of which has been hydrolyzed by malt; it has an alcoholic strength 
corresponding to the excise laws of the various countries in which it is 
produced, and contains in too liters of proof spirit not less than 100 grams 
of the various substances other than ethyl alcohol derived from the grain 
from which it is made, and of those produced during fermentation, 
the principal part of which consists of higher alcohols estimated as 
amylic. 

Whiskey (Potable Whiskey) is new whiskey which has been stored 
in wood not less than four years without any artificial heat save that 
which may be imparted by warming the storehouse to the usual tem- 
perature, and contains in too liters of proof spirit not less than 200 grams 
of the substance found in new whiskey, save as they are changed or 
eliminated by storage, and of those produced as secondary bodies during 
aging; and, in addition thereto, the substances extracted from the casks 
in which it has been stored. It contains, when prepared for consumption 
as permitted by the regulations of the Bureau of Internal Revenue, not 
less than 45% by volume of ethyl alcohol, and, if no statement is made 
concerning its alcoholic strength, it contains not less than 50% of ethyl 
alcohol by volume, as prescribed by law. 

Rye Whiskey is a whiskey in the manufacture of which rye, either 
in a malted condition or with sufficient barley or rye malt to hydrolyze 
the starch, is the only grain used. 

Bourbon Whiskey is a whiskey made in Kentucky from a mash of 
Indian corn and rye, and barley malt, of which Indian corn forms more 
than 50%. 

Corn Whiskey is whiskey made from malted Indian corn or of Indian 
corn the starch of which has been hydrolyzed by barley malt. 

Blended Whiskey is a mixture of two or more whiskeys. 

Scotch Whiskey is whiskey made in Scotland solely from barley malt, 
in the drying of which peat has been used. It contains in too titers of 
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proof spirit not less than 150 grams of the various substances prescribed 
for whiskey exclusive of those extracted from the cask. 

Irish Whiskey is whiskey made in Ireland, and conforms in the pro- 
portions of its various ingredients to Scotch whiskey, save that it may 
be made of the same materials as prescribed for whiskey, and the malt 
used is not dried over peat. 

Composition.— Whiskey consists chiefly of alcohol and water, with 
relatively small amounts of fusel oil, acids, esters, aldehydes, and fur- 
fural. Its extract, derived mainly from the casks in which it is stored, 
should consist only of small amounts of tannin, sugar, and coloring 
matter. 

British Whiskies.—Scotch and Irish whiskies are aged in uncharred 
barrels, hence they are of a lighter color than the American product. 
Scotch whiskey is further characterized by its smoky taste, due to the 
peat over which it is dried. ‘The following analyses by Vasey * illustrate 
the composition of Scotch and Irish whiskey of different ages, of neutral 
spirits used in compounding (‘‘ blending’) and adulterating, and of 
the compounded liquors: 


Grams per 100 Liters of Absolute Alcohol. 
Volatte Esters. ae Furfural. |Fusel Oil, 
Pot-still Scotch whiskey, 8 years old.....-. 48.0 89.7 1} 4.0 200.0 
Pot-still Scotch whiskey, 25 years old...... 64.8 T25e 66.1 5-4 180.0 
Inichtwhiskey, new «22s <i Js de 20.9 eel 6.5 0.4 174.0 
mish whiskey.) 7 years Oldie-. es cles se.ce1e= 41.8 20.9 Tete 3-4 204.0 
Neutral spirit for “blending” .......-.... 8.4 23.8 4-9 0.4 trace 
eplenclecam SCOtC Mast sts) a sicicisteielets i> clos <b = 39-1 106.8 14.3 Bes 108.5 
“Scotch,” probably all neutral spirits.....} 16.8 S32 10.0 none none 


It will be noted that the congeneric substances in whiskey increase 
on aging, although in the case of fusel oil this apparent increase is 
doubtless due merely to concentration dependent on evaporation. The 
sample of neutral spirits contained only small amounts of the congeneric 
substances, while the ‘‘ blended” whiskies were deficient in most of 
these substances. 

American Whiskies—These have a deeper color than the British 
whiskies (due to the charred barrel) and a rich fruity flavor without 
the suggestion of smoke. 


* Potable Spirits, pp. 82, 83, and 87. 
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In the table below are given analyses by Shepard* of fourteen 
leading brands, including both rye and bourbon, varying in age from 
four to eight years; also of two samples of neutral spirits used for com- 
pounding and adulterating. 

A summary of the results obtained by Crampton and Tolman jf in 
the analysis of fourteen brands of rye and seventeen brands of bourbon 
whiskey at differing stages of aging appear in the table on p. 769. The 
barrels were kept in U. S. bonded warehouses during aging, and samples 


Grams per 100 Liters of the Liquor. 


2 ae 
P rae Acids. 

a as g * ms 

Sy Lael 3 U a 5 

eae aigs fl | ae eos 

g.| S2| pide | 2 oo) Shoe eee eee ee 

q |= ca <q a 9 s a < roa a 
RVers cieiss scree eee 8 50.1/189-8| 7-7 192-0] D228) 70. 2)26-6| D753 sO) O40 
IBOULDOM sericea ces 8 Fos dperen | yee ese Oss|| Goal Goai| ayjas) Bo2 ioe 
Standard peep seman 5 50.01160.4] 7.2 | 66.8] 10.2! 56.6] 55.9] 10-0] 2.4 |160.4 
Hand-made sour mash.} 44 | 49.8|162.1] 7.4 | 67.1] 10.2] 56.9] 74.8] 12.0] 2.6 |130.9 
4 | 50-2|/148.5) 7-3 | 62-4] 7-5] 54-9] 55-9) 15-c] 2.6 |152.0 
Hand-made sour mash.| 4 AQ-O\132-7|| 52S We4O-2| 7-5) AL. 7/202 Ome oaClltnOn Oza: 
6 50.4/138.6] 6.4 | 74.8] 8.6] 66.2) 61.6] Io.5] 1-3 |192-7 
Hand-made sour mash.| 6 50, 1253241 O27 | 58-8) O-0)| 48-0] 0920) T4 sel On7 sa yen 
aS sd p R Gi 50 |r8ozelno.0 | 44-4) O20) 64.5) 7o28) a2.sieen5 Eto 
Bourbon ........----] 54 | 49-9]£29-3| 5-1 | 60.9] 7-2) 53-7] 49-3} 9-5] 0-8 |141-7 
Special reserve... <2...) 7 49.8]212.0] 8.0 | 93-0} 13-5] 79-5] 94-0] 22-5] 5.0 |119.5 
SOUmAMAS sree elererses 5 SOLEIT24.5/°7.2 | 58.2): 7.2) St OlsO4 20) On5|NO-5 OSes 
7% | 49-8|177.2| 7-3 | 66.5) 9-0] 57-5] 76-6] 10.0] 1.7 |193- 
7: 4 50. 11039-41 6-5 || 50-3) — 6.3) 44.0) 54 l0e e725 er Sm52s0 
Neutral SPIES eerereterers- elect Oyo eROaey || Yeah warll Waal meaZ) @ssecoo- 30.0 
FO Rae cere O4S4 see ROL OB Beach VIS COL WireOlco=s 39.6 


were withdrawn at intervals of a year for eight years. As the minimum 
figures for certain constituents are abnormal, the next to the minimum 
figures are also given. It will be noted that during the first few years 
there was a marked increase in actual amounts of all the constituents 
determined, except fusel oil, over and above that due to concentration, 
but after three or four years the acids and esters do not materially 
change. The rye whiskies contained larger amounts of solids, acids, 
esters, etc., than the bourbons, but this was attributed to the fact that 
heated warehouses are used for rye, and unheated for bourbon whiskey. 
The authors state that the characteristic aroma of American whiskey, 


* The Constants of Whiskey, S. Dak. Food and Dairy Commission, March, 1906. 
t Jour. Am. Chem. Soc., 30, 1908, p. 08. 
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SUMMARY OF ANALYSES OF AMERICAN WHISKIES OF DIFFERENT AGES 


Grams per roo Liters of too Proof Spirits. 


Proof. 
Color | Extract.| Acids. | Esters. ae eee Fut 
RyE WHISKEY. 

New: Average ...| 101.2 GAO! SS GS || PARA G8 jah || io 90.4 
Maximum .| 102.0 O20) 930208) 7220) || 20-8 LEGO Le 161.8 
Minimum *} r00.0 OLO|T 5.08 2220) | "423 0.7 | trace ce 
One year old: Average...) 102.5 S26) LIDS 46-6 1370) GSO | WF 18S 
Maximum .| 104.0 T3eOl £7E-O || 6055 | 04.8 BEA Yl Baw 194.0 

aye 3 4 : 6.8 s 
Minimum *| ror.o i: oe a8 6.8 f Zeon mOnA oe 
‘wo years old: Average. ..| 104.9 | 11.6) 144-7) 51.9)| 64.0 | 10.5) 2.2) 119.2. 
Maximum .| 109.0 | 16.7] 199-0 | 75.6 | 75.1 a7 Say 214.0 

are 8.8 a 5 3 83- 
Minimum *| 100.0 { 8.6 ee vee ae Dede ee Oay ee 
rbhreejyears old: Average. -.|| 107.7 | 1352) 171-4 62-7 | 6125. 1225) ed 1 1227. 
Maximum .| 112.0 18.3] 224.0 | 81.8 | 79.8 20.8 6.1 202.0 
oe ite e | TNS) We oe | Hiri elo) 79.0 
Minimum *| 104.0 | ‘ io.1| sa0/o.\bi6.4 | 34.3 6.5 0.7 Gate 

Four years old: Average...| 111.2} 14.0) 185.0 | 65.9 | 69.3 | 13.9| 2.8| 125.1 
Maximum .| 118.0 18.9] 238.0 | 83.8 | 89.1 2a 6.7 203.5 
os. (sO) TOE) || BISON ope { 83.8 
Minimum *| 105.0 a1.) 563.0 | 27.3)| 30.3 OF4 sl oe7 67.8 
Eight years old: Average...| 123.8 | 18.6) 256.0 | 82.9 | 89.1 | 16.0] 3.4] 154.2 
Maximum .| 132.0 24.2] 339-0 |112.0 |126.6 AOS |b @sh 280.3 
ae 13-8] 214.0 | 73-7 | 68.4] 109.0 

Minimum *| 112.0 113.7] 200.0 | 31-7 40.9 f Hoe! |) eS were 

BourBon WHISKEY. 

New: Average ...| 101.0 0.0| 26.6 | 10.0 | 18.4 oe 4° OLF \ 100.9 
Maximum .| 104.0 Oz Ol LOT SON 2O 40) || 5352 LIB) 2.0 L7h=3 
Minimum *} 1t00.0 O-Ol 4 sO nt 220 rato 1.0 || trace os 

One year old: Average ...| 101.8 7.1) 99.6 | 41.1 | 28.6 De Sia see Onl melen Oe 
Maximum .| 103.0 EO20|| £9320" || 55-3) || 55-9 8.6 TA) 173-4 
Minimum *} 100.0 { ma: ee cag ee) 2.7 | trace 1 oes 
Two yearsold: Average...) 102.2 8.6| 126.8 | 45.6 | 40.0 Sey Nee 6.1|| ELOSA9 
Maximum .| 104.0 Piso 2e42OnmOle 7. 5G.9 T2250 g-I 197.1 

Rt (Sy e 2 86. 
Minimum *| 100.0 { a ae 2 eal 5-9 | 0-4 Ags 
Three years old: Average...| 103.0 | 10.0) 149.3 | 64.3 | 48.1 | 10.5) 1.7 | 112.4 
Maximum .| 106.0 13.8| 245-0 | 64.8 | 73.0 | 22.1% 9-5 221.8 
a0 SeOlerO5e Oulnsoes al 2752 88.0 
Minimum.*} 100.0 { ¥.o| 90.0 | 32.3 | rar 5-9 | 0.6 43.5 
Four years old: Average...| 104.3 | 10.8) 151.9 | 58.4| 63.5 | 11.0| 1.9| 123.9 
Maximum .| 108.0 TALS ZAG en 73 OnmOO Onn n22-0 O20 237 
et 8.6] 101-0 | 40.4 a. 95-0 

* 

Minimum *| 100.0 { 7.4] 92.0 | 40.4 | 13.8 620) 028 er 
Eight years old: Average... iets elec 10.3) | (Oey tOOROm Lose aca, 4d 20) 
Maximum .| 124.0 | 20.9] 326.0 | 91-4 | 93-6 | 28.8 | 10.0 | 241.8 
ee T2ealeUyesOn OA ta 37.7, II0.0 
Minimum *| 102.0 ‘a3 s| 141.0 | 53-7 ou 8.7 I.0 { 47.6 


* Minimum and next to the minimum, 
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also the oily appearance and the “body” (solids), are due to the charred 
barrels. 

Thirty-seven samples of whiskey, purchased by the glass from various 
Massachusetts saloons, were examined by the Massachusetts State 
Board of Health in 1894, with the following results: 


Per Cent 
Per Cent 
Nene Extract. 
Mlb cbeaibel So GoospuSHRbSs 45-96 1.68 
IMGinibaibles, SoaeoGeoesoaS 30-70 0.08 
(Means cictscnis eeeieis si 36.51 0.50 


Seven of these samples had an excess of tannic acid, three had no 
tannic acid at all, and two or three had insoluble residues. 

Adulteration of Whiskey.—Imitation whiskey is often concocted by 
diluting alcohol or neutral spirit. to the proper strength, coloring with 
caramel, sometimes adding for body prune juice, and adding for flavor 
certain essential oils, such as oil of wintergreen, and artificial fruit 
essences, such as cenanthic and pelargonic ethers. As a rule, a small 
amount of pure whiskey is mixed with the artificial to give it flavor. 

What has long been known as “blended whiskey” is either an 
imitation pure and simple, or a compound of whiskey and neutral spirits, 
artificially colored and flavored. According to the U. S. decisions, 
the term ‘blended whiskey” is restricted to a mixture of different 
kinds of grain distillate, colored and flavored. 

Among Fleischman’s recipes for ‘‘ blended ”’ whiskey is the following, 
which he claims to be the very lowest grade: 


SPITItS). vo. See ce. eo ees 32 gallons 
Waters) in. . Sack Se ae TOmaae 
Caramels 5. «|. 20 yee eee eee 4 ounces 
Beading oil.c2<.2 tees en cee ee I ounce 


‘‘Beading oil” is prepared by mixing 48 ounces oil of sweet almonds 
with 12 ounces C. P. sulphuric acid, neutralizing with ammonia, adding 
double the volume of proof spirits, and distilling. This preparation is 
so called because it is largely used for putting an artificial bead on cheap 
liquors. 

A little creosote is sometimes added to give a burnt taste in sem- 
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biance of Scotch whiskey. Pungent materials such as cayenne pepper are 
said to be used as adulterants, but no record is known of any substance 
being used more injurious than the alcohol. Sugar isa frequent adulterant. 
Some doubt exists as to the injurious effects of fusel oil on the system. 
The following analyses by Ladd * show the composition of neutral 
spirits, and imitation whiskey consisting of neutral spirits diluted with 
water, colored with caramel and flavored: 


B Grams per I00 Liters of the Liquor. 
§ 
oO Acids. 
om a : 
Au ; : Gy rat Ta 
AUN er CP eee ais 
oo] &§ ie ne ello Soe eo 
Seen Weg Selah se Beta o's aie 
<g fea) < & & > [eat <x & oo) 
Neutral spirits... 2 .2:--5 94-0] 2.4 '].0.0 [A (OO 7.2| 26.4] 6.0 |trace | 28.0 
Imitation whiskey, rye. ...-] 40.1/366.4T| 4.4 | 43-2] 9.0 | 34.2] 3-5] trace] 0.4 
ce eS malt... .| 45-8/854.0f| 2.0 | 20-4] 3.0 | 17.4] 14.0] trace] r.0 37-0 
ve og TyG—s---| 45.0/450-07] 5.5 920)" 320 | -0-0] 5-2] trace] (O58: 4203 


t+ Includes caramel color. 


BRANDY AND COGNAC. 


Brandy is the product of the distillation of fermented grape juice or 
wine. In a broader sense the term brandy is sometimes applied to liquor 
distilled from the juices of other fruits, such as apples, peaches, cherries. 
etc. The finest grades of brandy, such as pure cognac and armagnac 
(named from towns in France in which they were originally distilled), 
are made from choice white wine by the use of pot stills, and naturally 
command a high price. Brandy of a lower grade is distilled from the 
cheaper wines, and sometimes from the fermented marc, or refuse, of the 
grape, as well as from the lees and “scrapings” of the casks. The best 
brandies are sometimes rectified by a second distillation. Like whiskey, 
the fresh brandy is colorless, and would so remain if stored in glass or 
stone. The color is due to the wooden casks in which itis stored. Brandy 
consists cf nearly pure alcohol and water, having a characteristic flavor, 
differing somewhat according to the nature and quality of the wine from 
which it was prepared. The chief flavor of pure cognac is due to cenan- 


thic ether. 


*N. Dak. Agric. Exp. Sta. Rep., 1906, Part II, p. 145. 
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Composition.—Vasey * gives the following analyses of cognac and 
of brandy adulterated with neutral spirits: 


en ote Brandy Mixed with Neutral Spirits. 
Volatile acids... .-- 74.5 79.4 grams per 100 liters of absolute alcohol 
Eistetsipece rate tac 109.3 32.4 ss ns a 
Aldehydes........ 16.6 7.4 f ef oe 
IEUISINIEN Goemcaeaee Ten, 0.6 se ss ss 
igweal wile Sao ccsoes 124.2 49.0 fs Se sé 


Thirty-seven samples of brandy, collected from Massachusetts bar- 
rooms in 1894 and examined by the State Board of Health, showed the 
following results: 


Per Cent Per Cent 
Alcohol by 
Weight. Extract. 
Mia xan aye eter teyetsyetevereteret= 50.70 3-00 
IVETINITI) Wa eater orate atetereietetatere 21.30 om fe) 
Ne aiiotcterste sete ctteistele/etereiate 40.54 0.93 


Three of these samples were artificially prepared mixtures of alcohol 
and water, one showed the presence of cloves, five contained tannin in 
excess, nine were excessively acid, and two had insoluble residues. 

Joint Standards.—The following are the standards of the A. O. A. C. 
andstierns oN. b. D. Ds 

New Brandy is a properly distilled spirit made from wine, and 
contains in too liters of proof spirit not less than too grams of the 
volatile flavors, oils, and other substances, derived from the material 
from which it is made, and of the substances congeneric with ethyl alcohol 
produced during fermentation and carried over at the ordinary tem- 
peratures of distillation, the principal part of which consists of the 
higher alcohols estimated as amylic. 

_ Brandy (Potable Brandy) is new brandy stored in wood for not less 
than four years without any artificial heat save that which may be 
imparted by warming the storehouse to the usual temperature, and 
contains in too liters of proof spirit not less than 150 grams of the sub- 
stances found in new brandy, save as they are changed or eliminated 
by storage, and of those produced as secondary bodies during aging; 


* Analysis of Potable Spirits, p. 20 
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and, in addition thereto, the substances extracted from the casks in 
which it has been stored. It contains, when prepared for consumption, 
as permitted by the regulations of the Bureau of Internal Revenue, not 
less than 45% by volume of ethyl alcohol, and, if no statement is made 
concerning its alcoholic strength, it contains not less than 50% by volume 
of ethyl alcohol as prescribed by law. 

Cognac, Cognac Brandy, is brandy produced in the departments of 
the Charente and Charente Inferieure, France, from wine produced in 
those departments. 

Adulteration of Brandy.—Much of the brandy sold on the market 
is a compound or imitation, having for its basis alcohol reduced to the 
requisite strength, flavored either by the admixture of real brandy, or by 
various preparations such, for example, as syrup of raisins, prune juice, 
rum, acetic ether, cenanthic ether, infusion of green walnut-hulls, infusion 
of bitter almond shells, catechu, balsam of Tolu, etc. 

Fleischmann gives the following recipe for artificial brandy of the 
cheapest grade: 


SUL Sets. ween dole ticiav sm lamie seles' «0st » 45 gallons 
Kcolormgs(catamel)) see 1-8 oe ere 2 oe 6 ounces 
Cocnacoillt.. 2.5 sowie naiet sive ess: $ ounce 


“Cognac oil’ is made up of melted cocoanut oil 16 ounces, sulphuric 
acid 8 ounces, alcohol 16 ounces, mixed and distilled. 

While commercial brandy often fails to meet the pharmacopceial 
requirements, and may contain any of the above flavoring materials, 
not one sample has been found among the many examined by the Massa- 
chusetts Board of Health during upwards of twenty years containing a 
more injurious ingredient than alcohol. 

Genuine new brandy may be “aged” or “improved” for immediate 
use, according to Duplais, by adding to 100 liters the following: 


(SUG ert. re trtetard se aiacciats ® 618eiale“s'e s "sie: vi es 2.00 liters 
ESE aaa tant inin's,2 6 cic sina, ninlc 2 c7cce 

Infusion of walnut-hulls..........-. EG euter 
SUSU SO et aIstlG cele es c+ 2 o.oo ec icjeye ae 6.8 2.00 liters 


The addition of sugar and caramel to brandy is very common. The | 


* Brandy distilled from cherry wine. 
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lack of flavor resulting from the employment of “silent spirit,” or from 
watering the product, may be compensated for by the employment of 
so-called cognac essences sold for the purpose, containing mixtures of 
the aromatic compounds named above. 


RUM. 


Rum is the liquor distilled from fermented molasses or cane juice, 
or from the scum and other waste juices from the manufacture of raw 
sugar. The molasses wort is mixed with the residue from a previous 
fermentation and allowed to ferment for a number of days, after which 
it is distilled twice and stored in wood for a long time, to remove the dis- 
agreeable odor, which in the new product is especially marked. The 
characteristic flavor of old rum is due to a mixture of butyric and acetic 
ether, principally the former. Pineapples and guavas are often put 
in the still to impart a fruity flavor. The best varieties of rum come 
from Jamaica and Vera Cruz. 

Composition.—The following analysis of rum is by Vasey: * 


Volatileracids: = 2e-een=e% _ 28.0 grams per Ioo liters of absolute alcohol 
LEV ah i a hens AF ht 399.0 sy Ze ve 
pidichivd 65.2 feet esis saat 8.4 f se 2 
ECMEEUUE CL, Seeeretee e sea ee oeave 2.8 Be a es 
tiscWOlles es oss fanes 8 OG0 ee Mas ; om! 


Thirty-nine samples of rum, sold at retail in Massachusetts in 1894, 
were examined by the State Board of Health with the following results: 


Per Cent 


Per Cent 

Awan Extract. 
Maxim times eee terete 42.9 3-93 
Wibtaaens Saaaooospacosjo 24-7 0.04 
Meanins sence ne ene Blok o.51 


Of these, two samples were new rum, and several were entirely arti- 
ficial. 


Joint Standards.——The following are the joint standards of the 
_A.O. A.C. and the A.S.N. F.D.D.: | 


* Analysis of Potable Spirits, p. 85. 
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New Rum is properly distilled spirit made from the properly fer- 
mented clean, sound juice of the sugar cane, the clean, sound massacuite 
made therefrom, clean, sound molasses from the massecuite, or any sound 
clean intermediate product save sugar, and contains in 1oo liters of 
proof spirit not less than too grams of the volatile flavors, oils, and 
other substances derived from the materials of which it is made, and 
of the substances congeneric with the ethyl alcohol produced during 
fermentation, which are carried over at the ordinary temperatures of 
distillation, the principal part of which is higher alcohols estimated as 
amylic. 

Rum (Potable Rum) is new rum stored not less than four years in 
wood without any artificial heat save that which may be imparted by 
warming the storehouse to the usual temperature, and contains in 100 
liters of proof spirit not less than 175 grams of the substances found in 
new rum, save as they are changed or eliminated by Storage, and of those 
produced as secondary bodies, during aging; and, in addition thereto, 
the substances extracted from the casks. It contains, when prepared 
for consumption as permitted by the regulations of the Bureau of Inter- 
nal Revenue, not less than 45% by volume of ethyl alcohol, and if nc 
statement is made concerning its alcoholic strength, it contains not less 
than 50% by volume of ethyl alcohol as prescribed by law. 

More or less factitious rum is sold on the market, made up of alcohol 
diluted to the right strength, colored with caramel, and flavored by the 
addition of “‘ rum essence.”’ Prune juice is sometimes added. 

Fleischman gives the following recipe for low-grade artificial rum: 


nS) LON epee a a ae a = ae ee 40 gallons 
Mowe Pala rin. a) ieee «ks + 86a ae hd 
PRB es ICE tae Misa cs = ee eie.s o'= <inig-3,= 3 3 gallon 
SAGA pease ee Ute es Said eee. VE es 12 ounces 
1S Vinh (oor at he) aoe? Hh ae ae ON ge pe 


The ‘‘rum essence” is made up by distilling 32 ounces of a mixture 
of 2 ounces black. oxide of manganese, 4 ounces pyroligneous acid, 32 
ounces alcohol, and 4 ounces sulphuric acid. To this is added 32 ounces 
of acetic ether, 8 ounces of butyric ether, 16 ounces saffron extract, and 
¢ ounce oil of birch. 
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GIN. 


Gin is an alcoholic liquor, flavored with the volatile oil of juniper and 
sometimes with other aromatic substances, such as coriander, grains of 
paradise, anise, cardamom, orange-peel, and fennel. The choicest variety 
is known as Schiedam schnapps, named from the town of Schiedam in 
Holland, where there are upwards of 200 distilleries devoted to the manu- 
facture of gin. The mash used for this variety is fermented by yeast 
from malted barley and rye, after which it is distilled and redistilled 
in pot stills with juniper berries and sometimes hops. 

Juniper berries, to which the most characteristic flavor of gin is due, 
are dark blue in color, and possess a pungent taste. They grow on the 
slender evergreen shrub Juniperus communis. Gin differs from the 
other distilled liquors by being water-white. To this end it is kept in 
glass and not in wood. 

Much of the gin of commerce is made by redistilling corn or grain 
whiskey with oil of juniper, and frequently one or several of the above- 
named flavoring materials. Sugar is often added, and sometimes in the 
cheaper productions oil of turpentine is substituted for juniper oil. 

Composition.—The following analysis of unsweetened gin is by Vasey: * 


Volaileacids:<.0! 0.5.25. 0.0 grams per Ioo liters of absolute alcohol 
StS ee Aneel ete he 273 shy - “ 
ICC H Nes tare art ot cece 1.8 vr a 
Hatta Seep. adeno 0.0 os e “Ay 
PUSEVOU. seer se ace eee Ae bed ss - 


Thirty-three samples of gin, purchased in Massachusetts saloons and 
analyzed by the State Board of Health in 1894, gave the following 
results in per cent of alcohol by weight: Maximum 42.5, minimum 29.5, 
mean 38.2. 


* Analysis of Potable Spirits, p. 85. 
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METHODS OF ANALYSIS OF DISTILLED LIQUORS. 


Specific gravity and alcohol are determined as described on pp. 686- 
706. The following methods with the exception of the qualitative test 
for fusel oil, Mitchell’s method, and McGill’s opalescence test are 
th@ee of the A.-O. A. C. 

Determination of Extract——Weigh or measure (at 15.6° C.) 100 cc. 
of the sample, evaporate nearly to dryness on the water-bath, then 
transfer to a water-oven, and dry at the temperature of boiling water 
for 24 hours. 

Determination of Acids.—Titrate 100 cc. (or 50 cc. diluted to 100 cc. 
if the sample is dark in color) with tenth-normal alkali, using phenol- 
phthalein as indicator. 1 cc. of tenth-normal alkali is equal to 0.006 of 
acetic acid. 

Determination of Esters.—Dilute 200 cc. of the sample with 25 cc. 
of water and distil slowly into a graduated 200-cc. flask until nearly 
filied to the mark. Complete the volume, shake, and use aliquot 
portions for the determination of esters, aldehydes, and furfural. 

Exactly neutralize socc. of the distillate with tenth-normal alkali, 
using phenolphthalein as indicator, and add from 25 to socc. of the 
tenth-normal alkali in excess of that required for neutralization. Either 
boil for one hour with a reflux condenser, or allow to stand overnight 
in a stoppered flask, and heat with a tube condenser for one-half hour 
below the boiling-point. Cool, and titrate with tenth-normal acid, using 
phenolphthalein as indicator. Multiply the number of cc. of tenth- 
normal alkali used in the saponification by 0.0088, thus obtaining the 
grams of esters calculated as ethyl acetate. 

Determination of Aldehydes.—1. Reagents.—(a) Alcohol Free from 
Aldehydes.—Prepare by first redistilling the ordinary 95% alcohol over 
caustic soda or potash, then add from 2 to 3 grams per liter of m-phenyl- 

-enediamine hydrochloride, digest at ordinary temperature for several 
days (or reflux on the steam-bath for several hours), and then distil 
slowly, rejecting the first 100 cc. and the last 200 cc. 

(0) Sulphite-fuchsin Solution.—Dissolve 0.50 gram of pure fuchsin 
in 500 cc. of water, then add 5 grams of SOs dissolved in water, make 
up to a liter, and allow to stand until colorless. Prepare this solution 
in small quantities, as it retains its strength for only a very few days. - 
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(c) Standard Acetic Aldehyde Solution—Prepare according to the 
directions of Vasey * as follows: Grind aldehyde ammonia in a mortar 
with ether, and decant the ether. Repeat this operation several times, 
then dry the purified salt in a current of air and finally in a vacuum 
over sulphuric acid. Dissolve 1.386 grams of this purified ammonium 
aldehyde in 50 cc. of 95% alcohol, to this add 22.7 cc. of normal alco- 
holic sulphuric acid, then make up to roocc. and add 0.8 cc. to com- 
pensate for the volume of the ammonium sulphate precipitate. Allow 
this to stand over night and filter. This solution contains 1 gram of 
acetic aldehyde in too cc. and will retain its strength. 

The standard found most convenient for use is 2 cc. of this strong 
aldehyde ‘solution diluted to 100 cc. with 50% alcohol by volume. One 
cc. of this solution is equal to 0.0002 gram of acetic aldehyde. This solu- 
tion should be made up fresh every day or so, as it loses its strength. 

2. Process.—Determine the aldehyde in the distillate prepared for 
esters. Dilute from 5 to tocc. of the distillate to 50 cc. with aldehyde- 
free alcohol (50% by volume), add 25 cc. of the fuchsin solution, and 
allow to stand for fifteen minutes at 15°C. The solutions and the 
reagents should be at 15° C. before they are mixed. Prepare standards 
of known strength in the same way. 

Determination of Furfural—-Standard Furfural Solution.—Dissolve © 
1 gram of redistilled furfural in toccc. of 95% alcohol. This strong 
solution will keep. Standards are made by diluting 1 cc. of this solution 
to 100 cc. with 50% by volume alcohol. One cc. of this solution con- 
tains 0.ooor gram furfural. 

Process.—Dilute from 10 to 20 cc. of the distillate, prepared as 
described under esters, to 50 cc. with furfural-free alcohol (50% by 
volume). To this add 2 cc. of colorless anilin and 0.5 cc. of hydro- 
chloric acid (specific gravity 1.125), and keep for fifteen minutes in a 
water-bath at about 15°C. Prepare standards of known strength in 
the same way. 

Detection of Fusel Oil.—In the process of dealcoholizing a liquor by 
evaporation in an open dish over the water-bath, one may readily detect 
fusel oil, if present, by its harsh and nauseating odor, if the nose is 
applied just at the moment when the last traces of alcohol are going 
off. At this stage any considerable trace of fusel oil will be especially 
apparent by the effect on the throat of the one who smells it, causing © 


* Analysis of Potable Spirits, p. 30. 
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an uncontrollable desire to cough. Other ways of applying the odor 
test consist in pouring a small portion of the spirit into the hand, and 
allowing it to evaporate slowly therefrom, or in rinsing out a warm glass 
with the liquor, observing the odor in each case. 

Goebel suggests the following test, based on the detection of the 
volatile acids: Agitate about 30 cc. of the liquor with 2 or 3 cc. of 
a dilute solution of potassium hydroxide; evaporate over the water- 
bath to the volume of 2 or 3 cc., cool, and to the residue add 5 or 6 cc. 
of concentrated sulphuric acid. If fusel oil be present, the character- 
istic odors of valerianic and butyric. acids will be apparent. 

Determination of Fusel Oil.—Allen-Marquardt Method—Add_ to 
100 cc. of whiskey 20 cc. of half-normal sodium hydroxide, and saponify’ 
the mixture by boiling for one hour under a reflux condenser.* Connect 
the flasks with a distilling apparatus, distil 90 cc., add 25 cc. of water, 
and continue the distillation until an additional 25 cc. is collected. 

Approximately saturate the distillate with finely ground sodium 
chloride, and add a saturated solution of sodium chloride until the specific 
gravity 1s I.10. 

Extract this salt solution four times with carbon tetrachloride,t using 
40, 30, 20, and Iocc. respectively,-and wash the carbon tetrachloride 
three times with s5o-cc. portions of a saturated solution of sodium chloride, 
and twice with saturated solution of sodium sulphate. Then transfer 
the carbon tetrachloride to a flask containing 5 cc. of concentrated 
sulphuric acid, 45 cc. of water, and 5 grams of potassium bichromate, 
and boil for eight hours under a reflux condenser. 

Add 30 cc. of water, and distil until only about 20 cc. remain; add 
80 cc. of water, and distil until but 5 cc. are left. Neutralize the distillate 
to. methyl orange, and titrate with sodium hydroxide, using phenol- 
phthalein as indicator. One cc. of tenth-normal sodium hydroxide is 
equivalent to 0.0088 gram of amyl alcohol. 

Rubber stoppers can be used in the saponification and first distilla- 
tion, but corks covered with tinfoil must be used in the oxidation and 
second distillation. Corks and tinfoil must be renewed frequently. 


—_ 


* Or roo cc. of the liquor may be mixed with 20 cc. of half-normal sodium hydroxide, 
allowed to stand overnight at room temperature, and distilled directly. 

{ Purify 5 liters of carbon tetrachloride by boiling for several hours under a reflux con- 
denser with 200 cc. of sulphuric acid and 25 grams of potassium bichromate in 200 cc. of 
water; separate from the oxidizing mixture by distillation, and redistil over barium car- 
bonate. 


780 FOOD INSPECTION AND ANALYSIS. 


Tolman and Hillyer’s Modification of the Allen-Marquardt Method.— 
Proceed with the .Allen-Marquardt method to the point where the 
carbon tetrachloride solution of the higher alcohols is ready to be 
oxidized. Add so cc. of a solution of 200 grams of pulverized potassium 
bichromate in 1800 cc. of water and 200 cc. of concentrated sulphuric 
acid, very carefully measured with pipette or burette, and start the 
eight-hour oxidation. ‘ake great care to prevent any isolation of spots 
of bichromate on the flask during the oxidation. Decomposition of 
the bichromate from overheating can best be prevented by slow boiling 
over several thicknesses of asbestos board. After the oxidation is 

complete, separate the bichromate solution from the carbon tetrachloride 

' in a separatory funnel, care being taken to wash the carbon tetrachloride 
free from bichromate. Make up the bichromate solution to 500 cc. 
Place 200 cc. of this solution in a liter flask, add 20 cc. of concentrated 
hydrochloric acid, too cc. of potassium iodide solution (1:1), and 50 cc. 
of approximately three-fourths normal thiosulphate not standardized. 
Make this last addition by means of a burette. (If a high content of 
fusel oil is present, 50 cc. of thiosulphate may be excessive and a smaller 
amount should be used, the same quantity being added to the sample 
and to the blank.) Run blanks containing exactly the same amount 
of reagents with each series, and treat them in the same way, starting 
them at the point where the carbon tetrachloride is washed with sodium 
chloride. The titration of this blank, to which has been added exactly 
the same amount of three-fourths normal thiosulphate, gives the value 
of the kichromate solution. The difference in cubic centimeters of tenth- 
normal thiosulphate used in titrating the blank and the samples gives 
the amount of bichromate reduced by the higher alcohols. This differ- 
ence in cubic centimeters of tenth-normal thiosulphate multiplied by 
the factor 0.001773 gives grams of higher alcohols present. 

Mitchell and Smith Method.*—This is more rapid than the Allen- 
Marquardt method and gives more nearly the true amount of fusel oil. 

Saponify, distil, shake with sodium chloride, and extract with carbon 
tetrachloride, as in the Allen-Marquardt method. To the carbon tetra- 
chloride extract, contained in the separatory funnel, add io cc. of 
potassium hydroxide solution (1:1). Cool the mixture in ice-water to 
approximately o° C. Similarly cool 100 cc. of a solution of potassium 
permanganate solution (20 grams to the liter), accurately measured in 


* A. O. A. C. Proc. 1908, U. S. Dept. of Agric., Bur. of Chem., Bul. 122, p. 199. 
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a flask. To the contents of the separatory funnel add the bulk of. the 
permanganate solution, but without rinsing, retaining the residue to be 
added at a later stage. Remove the mixture from the bath, and shake 
vigorously for five minutes; set aside for thirty minutes, with occasional 
shaking, permitting the liquid to warm to room temperature (20 to 25° C.) 

Accurately measure into a liter Erlenmeyer flask 100 cc. of a solution 
of hydrogen peroxide slightly (about 2%) stronger than the perman- 
ganate solution, acidulate with toocc. of an approximately 25% sul- 
phuric acid solution, and slowly add the contents of the separatory 
funnel with constant shaking, keeping the acid solution constantly in 
excess. Rinse the separatory funnel and the flask containing the residue 
of permanganate with water and add to the peroxide solution. Finally 
titrate the excess of hydrogen peroxide with standard potassium per- 
manganate solution (10 grams to the liter). 

Run a blank determination, using the same amounts of the stronger 
- permanganate, potassium hydroxide, hydrogen peroxide, and sulphuric 
acid solutions, and titrating the residual peroxide with the standard 
potassium permanganate as before. 

The difference in the amounts of permanganate consumed, in grams, 
times 0.696, gives the amount of amyl alcohol. 

Detection of Methyl Alcohol.—Leach and Lythgoe Immersion Refrac- 
tometer Method.*—Deterrnine at 20° C. the refraction of the distillate 
obtained in the determination of alcohol by the immersion refractometer. 
If on reference to the table the refraction shows the percentage of alcohol 
agreeing with that obtained from the specific gravity, it may be safely 
assumed that no methyl alcohol is present. If, hcwever, there is an 
appreciable amount of methyl alcohol, the low refractometer reading will 
at once indicate the fact. If the absence from the solution of other 
refractive substances than water and the alcohols is assured, this quali- 
tative test by difference in refraction is conclusive. 

The addition of methyl to ethyl alcohol decreases the refraction in 
direct proportion to the amount present; hence the quantitative calcu- 
lation is readily made by interpolation in the table, using the figures 
for pure ethyl and methyl alcohol of the same alcoholic strength as the 
sample. 

Example.—Suppose the distillate made up to the original volume 
of the measured portion taken for the alcohol determination has a 


* Jour. Am. Chem. Soc., 27, 1905, p. 964. 
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specific gravity of 0.9736, corresponding to 18.38% alcohol by weight, 
and has a refraction of 35.8 at 20° C. by the immersion refractometer; 
by interpolation in the refractometer table the readings of ethyl and 
methyl alcohol corresponding to 18.38% alcohol are 47.2 and 25.4, 
respectively, the difference being 21.8; 47.2—35.8=11.4; (11.4 +21.8) 
100o= 52.3, showing that 52.3 of the alcohol present is methyl alcohol. 


SCALE READINGS ON ZEISS IMMERSION REFRACTOMETER AT 20° C., 
CORRESPONDING TO EACH PER CENT BY WEIGHT OF METHYL AND 
ETHYL ALCOHOLS. 


Scale Scale Scale Scale 


Per Cent Reetoe: Per Cent aceon Per Cent otras Per Cent pare 

Alcohol Alcohol Alcohol Alcohol 

weight. et a Weight. a en hey Weht. Mee Weisht. Bey 

cohol. | cohol. cohol. | cohol. cohol. | cohol. cohol | cohol. 

° TASS eA aS 26 20585) (0750 51 BO |) Ouse 76 29.0 | IOI.o 
I 14.8 | 16.0 27 BO=0NsO2e 7 52 39.6 | 91-8 77 28.3 | 100.9 
2 Ge Ale O 28 BO 9) Oa5) 53 202071) 9254 78 27.6 | 100.9 
3 TOZOM| EO ni 29 BALD || Gis 54 39-5 | 93-0 79 26.8 | 100.8 
4 TOSON | 52027) sO 32.8 | 69-0]] 55 39-4 | 93.6 80 2050) | Loo a7 
5 TSP |b BBB om Begg |) YlelsZ! 56 39-2 | 94-1 81 25.1 | 100.6 
Gay 8.1 24. Ti B2 | 34-81 FEF 57 Vb 30.0 | O47 82 | 24.3 | 100.5 
7 | 18-4'| 25-9]| 33 | 34-7 [*73-2]) 58 | 3826) 95.2 83 | 23-6 | 100.4 
8 | 19-0 | 27.8] 34 | 35-2 | 74-4]| 59 | 38-3 | 95-7 84 | 22.8 | 100.3 
9 HOO || AVse||| 35 Bas |) yee) 60 Bris@) |. OOae 85 2 soul) LOOnL 
10 QOS || girezill| 30 3023 | 70.9] Ox Bigs dl) Os 86 20.8 | 99.8 
II Poss) || BAshil| ely 36.8 | 78.0]] 62 27 Onno Tet 87 19-7 99-5 
I2 | 21.4 | 35-0]/ 38 | 37-3 | 79-1]] 63 | 36-5 | 97-5 88 | 18.6 | 99.2 
13° | 22.0 | 36.9), 39 | 37-7 | 80.2|| 64 | 36.0 | 98.0 89 | 17-3 | 98-9 
14 22.6 | 38.7 40 Bxoyart [I tenes) 65 B52 5mlacoss go 16.1 98.6 
15 | 23.2 | 40.5]| 4x | 38-4. 82.3] 66 9) 35-07) 98-47 gi | 14.97] 798.3 
16 | 23.9 | 42-5|| 42 | 38-8 | 83-3]/ 67 | 34.5 | 99-1 92 | 13-7 | 97-8 
17 | 24.5 | 44-5|| *43 | 39-2 | 84.2|| 68 | 34.0 | 99-4 93 | 12-4 | 97-2 
18 | 25-2 | 46.5} 44 | 39-3 | 85-2|| 69 | 33-5 | 99-7 94 | 11-0 | 96.4 
19 | 25-8 | 48-5]| 45 | 39-4 | 86.2]| 70 | 33.0 |100.0 95 9-6 | 95.7 
20 26.5 | 50.51] 46 Bes 4) yee] Fe 32.3 |100.2 96 8.2 | 94.9 
21 Pyfeie || Tah 47 39-6 | 87-8 WE 21. {| LOOnA 07 6.7 94.0 
22 Pie? ||) GYRE 48 30.7" Soa We 31.1 |100.6 98 Lees 93-0 
23 | 28.4 | 56.3] 49 | 39-8 | 89.5]| 74 | 30-4 |100.8 99 3-5 | 92.0 
24 29-1 | 58-2)]| 50 39-8 | 90.3 75 29.7 |IOI.o 100 2.0 gI.o 
25 20079) OOmE 


—__————=s 


Trillat Method.*—To 50 cc. add 50 cc. of water and 8 grams of lime, 
and fractionally distil by the aid of Glinksy bulb tubes. Dilute the 
Rien Sie ae Alama ans ose EM I 


* A, Trillat, Analyst, 24, 1899, pp. 13, 211-212. 


ALCOHOLIC BEVERAGES. 783 


first 15 cc. of the distillate to 150 cc., mix with 15 grams of potassium 
bichromate and 7o cc. of sulphuric acid (1:5), and allow to stand for 
one hour with occasional shaking, 

Distil, reject the first 25 cc., and collect 100 cc. Mix socc. of the 
distillate with 1cc of rectified dimethyl-anilin, transfer to a stout, 
tightly-stoppered flask, and keep on bath at 70 to 80° C. for three hours 
with occasional shaking. Make distinctly alkaline with sodium hydrox- 
ide, and distil the excess of dimethyl-anilin, stopping the distillation 
when 25 cc. have passed over. 

Acidify the residue in the flask with acetic acid, shake, and test a 
few cc. by adding four or five drops of water with lead dioxide in 
suspension (1 gram in toocc.). If methyl alcohol be present, a blue 
coloration occurs which is increased by boiling. 

Note.—Ethyl alcohol thus treated yields a blue coloration, changing 
immediately to green, afterwards to yellow, and becoming colorless when 
boiled. 

Riche and Bardy Methoa.*—The following method for the detection 
of methyl alcohol in commercial spirit of wine depends on the formation 
of methyl-anilin violet: 

Place to cc. of the sample, previously rectified over potassium car- 
bonate if necessary, in a small flask with 15 grams of iodine and 2 grams 
of red phosphorus. Keep in ice-water for from ten to fifteen minutes 
until action hasceased. Distil on a water-bath the methyl and ethyl iodides 
formed into about 30 cc. of water. Wash with dilute alkali to eliminate 
free iodine. Separate the heavy oily liquid which settles, and transfer 
to a flask containing 5 cc. of anilin. The flask should be placed in cold 
water, in case the action should be violent, or, if necessary, the reaction 
may be stimulated by gently warming the flask. After one hour boil 
the product with water, and add about 20 cc. of a 15% solution of soda; 
when the bases rise to the top as an oily layer, fill the flask up to the 
neck with water, and draw them off with a pipette. Oxidize 1 cc. of 
the oily liquid by adding 10 grams of a mixture of Ioo parts of clean 
san‘, 2 of common salt, and 3 of cupric nitrate; mix thoroughly, intro- 
duce into a glass tube, and heat to go®° C. for eight or ten hours. Exhaust 
the product with warm alcohol, filter, and make up with alcohol to too cc. 
If the sample of spirits be pure, the liquid is of a red tint, but in the 
presence of 1% of methyl alcohol, it has a distinct violet shade; with 


* Allen’s Commercial Organic Analysis, 3d ed., I, p. 80. 
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2.5% the shade is very distinct, and still more so with 5%. To detect 
more minute quantities of methyl alcohol, dilute 5 cc. of the colored 
liquid to roo cc. with water, and dilute 5 cc. of this again to goo cc. Heat 
the liquid thus obtained in porcelain, and immerse a fragment of white 
merino (free from sulphur) in it for half an hour. If the alcohol be 
pure. the wool will remain white, but if methylated, the fiber will become 
violet, the depth of tint giving a fair approximate in- 
dication of the proportion of methyl alcohol present. 

Detection of Caramel.— Crampton and Simon’s 
Method.*—Evaporate 50 cc. of the liquor nearly but not 
quite to dryness in an evaporating-dish on the water-bath. 
Wash with water into a 5o0-cc. graduated glass-stoppered 
flask, add 25 cc. of absolute alcohol, and fill to the mark 
with water. Shake, and transfer 25 cc. of the solution 
to a separatory funnel of the type presented in Fig. 116, 
the stem of which terminates in a 25-cc. graduated 
bulb pipette, provided with a stop-cock as shown. 

Add so cc. of ether, and shake carefully at intervals 
during half an hour. After complete separation, make 
up the lower aqueous layer with water to the 25-cc. 
mark, which may be done by siphoning it in through 
a rubber tube from an elevated flask, controlling the 
supply by the stop-cock. Shake the separatory funnel, 
and again allow the layers to separate, draw off the 
Fic. 116.—Separa- aqueous layer, and compare with the color of the orig- 

ay a He - inal liquor. Express the amount of color removed as 

Caramel per cent of the total amount. Ether will readily dis- 

solve the natural color due to oakwood (mainly flave- 
scin), while caramel is insoluble in ether; hence uncolored liquors are 
partially decolorized by this treatment, while those colored with caramel 
show little change. 

Amthor Test, Modified by Lasché.t—Add to cc. of paraldehyde to 
5 cc. of the sample contained in a test tube and shake. Add absolute 
alcohol, a few drops at a time, shaking after each addition until the 
mixture becomes clear. Allow to stand. Turbidity after ten minutes 
is an indication of caramel. 


* Jour. Am. Chem. Soc., 22 1900, p. 810. 
1 The Brewer Distiller, May, 1903. 
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Determination of Water-insoluble Color in Whiskies.—Evaporate 
50 cc. of the sample just to dryness. Take up with cold water, using 
approximately 15 cc., filter, and wash until the filtrate amounts to nearly 
25cc. To this filtrate add 25 cc. of absolute alcohol or 26.3 cc. of 98% 
by volume alcohol, and make up to 5occ. by the addition of water. 
Mix thoroughly and compare in a colorimeter with the original material. 
Calculate the per cent of color insoluble in water from these readings. 

Determination of Color Insoluble in Amyl Alcohol.—Modified Marsh 
Test.—Evaporate 50 cc. of the whiskey just to dryness on the steam- 
bath. Add 26.3 cc. of 95% alcohol to dissolve the residue. Transfer 
to a 50-cc. flask and make up to volume with water to obtain a uniform 
alcohol concentration. Place 25 cc. of this solution in a separatory 
funnel, and add 20 cc. of the Marsh reagent, shaking lightly so as not 
to form an emulsion. (This reagent consists of 100 cc. of pure amyl 
alcohol, 3 cc. of syrupy phosphoric acid, and 3 cc. of water; shake 
before using.) Allow the layers to separate, and repeat this shaking 
and standing twice again. After the layers have clearly separated, draw 
off the lower or watery layer which contains the caramel into a 25-cc. 
cylinder, and make up to volume with 50% by volume alcohol. Com. 
pare this solution in a colorimeter with the untreated 25 cc. Calculate 
the result of this reading to the per cent of color insoluble in amyl 
alcohol. 

Opalescence in Diluted Alcohol Distillate——McGill * has shown that 
in the case of liquors made from thoroughly rectified grain spirit, there 
is little or no opalescence produced when the alcoholic distillate (i.e., 
that used in determining the alcohol) is diluted with an equal volume 
of water, while in the case of liquors distilled from alcoholic infusions 
without rectification, the opalescence is marked. He ascribes the opales- 
cence to the presence of minute amounts of volatile oils present in wine 
marc, grains, and other sources of these liquors, soluble in strong, but 
insoluble in dilute alcohol. Whether due to this or to the separation 
of minute traces of fusel oil on dilution, the presence or absence of tur- 
bidity certainly furnishes a rough distinguishing test, indicating in some 
cases the exclusive use of rectified spirit. 


* Bul. 27, Canadian Inland Rey. Dept. 
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LIQUEURS AND CORDIALS. 


These are manufactured beverages, usually high in alcohol and sugar, 
flavored with a wide variety of aromatic herbs or essences, and often 
strongly colored. Red colors most frequently used for this purpose 
are cochineal, cudbear, and red sandal and Brazil woods; for yellow 
colors, caramel and saffron-yellow are employed; for blue, indigo; and 
for green, chlorophyll and malachite green. 

Some of the oldest of the liqueurs, such as chartreuse and bénédictine, 
derive their names from certain monasteries of Europe, in which they 
have been made for many years. 

Absinthe is one of the best-known cordials, made by redistilling 40% 
alcohol in which wormwood, anise, sweet flag, and marjoram leaves 
have been macerated. Sometimes coriander and fennel are also used. 
It is highly intoxicating. 

Curagao is made by distilling dilute spirits in which Cura¢gao orange- 
peel,* cinnamon and often other spices have been soaked, and by adding 
sugar to the resulting liqueur. 

De Brevans gives the following recipe for curagoa: 


Rasped@skinsol> sss .sce <2 18 or 20 oranges 
Cinnamon ieee seers 4 grams 
Macénaaasek ise tine: cere ges 29 fev 

Alcohol (85%): 20-22 ee cree 5 liters 

White tsugaras sees oe 1750 grams 


Macerate for fourteen days, distill without rectification, and color with 
caramel. 

Angostura owes its flavor to Angostura bark and various spices. 

Maraschino had originally for its basis the fermented juice of the 
sour Italian cherry, to which honey was added. It is more commonly 
made by distilling a mixture in alcohol of ripe wild cherries, raspberries, 
. cherry leaves, peach nuts, and orris. Finally sugar is added. 

Chartreuse and Bénédictine contain much sugar, and are flavored 
with the volatile oils of angelica, hyssop, nutmeg, and peppermint. 

Noyau, or Créme de Noyau, is a preparation distilled from brandy, 
bitter almonds, mace and nutmeg. Sugar and coloring matter, usually 
pink, are added to the final product. 

Créme de Menthe, according to De Brevans, is made by distilling a 
mixture of 


— 


. * This is a very rare and highly-prized orange, growing in the island of Curacao. 
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BeDperuiguiees. oc < Sacra s ke oettels 600 grams 
ht Ieee oe ol at Ame ge Re eae oer 
SUG See Botan Ae teen eri ieee oie 
aia Mo Dieses ect, aac tk o's sot Zou: 
Oris TO0b. s. 302 hen ee ROE e PES os LO peas 

: ce 
GS ele risa s see ae oa 2.8 a ea 
PICOROLEESO austere erie e sc « 2p0s we 5030 CC. 


producing finally ro liters of the liquor, after 3750 grams of white sugar 
have been introduced. 

The better grades of créme de menthe were formerly colored with 
an alcoholic solution of chlorophyll, derived by macerating bruised green 
leaves of various plants with alcohol, but at present, coal-tar dyes are 
used. Frequently the desired shade is secured by mixing a green (e.g., 
Light Green S.F.); a blue-green (e.g., Malachite Green), or a blue (€.g., 
Indigo Carmine) with a yellow color. 

The following analyses, due to Konig, show the chemical composition 
of the best-known cordials: 


7 Alcohol | Alcohol _ Other 
oes ey oh Warne. Extract. oo Ei itee: Ash. 

Alpsinthe masts s's-e's.c10- OLOLTOR (SO-O98u ares = ORikeh ole Asoc 0.32 
Bénédictine. ....-.-.-- I.0709 | 52 38-5 36-00 | 32.57 3-43 0-043 
Ginger. ce22ias 5228 22 E0481 | 47-5 36.0 Dio | Bs (oe) 1.87 0-141 
Créme de menthe. ...-. 1.0447 | 48.0 36.5 28.28 BOs 0.65 0.068 
Anisette de Bordeaux...| 1.0847 42.0 30.7 34.82 37-44 0.38 0.040 
(GuracOds eran sce eos I.0300 | 55-0 42-5 28.60 28.50 0.10 0.040 
Kote een oto. ot cloe 1.0830 33-9 24.8 32.02 31.18 0.84 0.058 

Aeitristieny eS Agoboe on EOS 40M RAGS fam Al cicroierecetere 5-85 4-16 1.69 

(Ghartteuse:cs-t.-s25 PAOHOEY || cig) boaeaaad 30-21 | 34.35 1.76 


Analysis of Cordials and Liqueurs.—The character of the essences 
and flavoring principles used in these beverages is so widely varied that 
no regular systematic plan for identifying them can be made applicable 
to all cases. The senses of smell and taste are most useful, both when 
applied directly to the liqueur itself and to the dry extract, for suggestions 
as to the main ingredients employed. Coloring-matters, sugars, acids, 
and alcohol are determined as with other liquors, except that in the case 
of alcohol all volatile oils must first be separated out by treatment with 
magnesia, as directed for alcohol in lemon extract. Presence of volatile 
oils is shown, if on treatment of a few cubic centimeters of the sample in 
a test-tube with water a precipitate is formed. 


CHAPTER XVI 
VINEGAR. 


TRUE vinegar is the product of the acetic fermentation of an alcoholic 
liquid under the influence of the organism Mvycoderma aceti, existing 
in the “ mother-of-vinegar.” While vinegar may be made directly from 
a dilute solution of pure alcohol, it is commonly obtained from fruit juice, 
wine, or other saccharine liquid that has first undergone alcoholic fer- 
mentation. 

Of the following equations (1) and (2) illustrate the processes of 
inversion and alcoholic fermentation respectively, while (3) and (4) show 
the double process of acetic fermentation, wherein the alcohol is oxidized, 
first to acetaldehyde and finally to acetic acid: 


C,2H2201; +H2O = 2CgHj20¢; . Roy a (1) 


Cane sugar Invert sugar 


CegH)20¢ = 2C2H.0 +2COz; o A6 6.5 ea ont (2) 


Invert sugar Alcohol ear sae 


C.H,O +0O= C,H,O +H:20; ° ° e e . ox, (3) 


Alcohol Aldehyde 3; 


CoH4,O +0 = CoH4Oo. hu Chk ah eo (4) 


Aldehyde Acetic acid 


Varieties.—The principal varieties of vinegar are the following: Cider 
vinegar, wine vinegar, malt or beer vinegar, spirit or distilled vinegar, glucose 
vinegar, sugar or molasses vinegar, and wood vinegar or diluted pyroligneous 
acid, the four last being frequently used as adulterants of the others. 

Cider and distilled vinegar are the principal varieties used in the United 
States and Canada, malt vinegar is the common variety in Great Britain 
and wine vinegar on the continent. 

In addition to the acetic acid, its chief active principle, vinegar contains 
small amounts of other substances present in the raw material or formed 
during the alcoholic and acetic fermentations. To the former class belong 
the acids of the apple and grape and to the latter, succinic and lactic acids. 
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Alcohol, in greater or less amount depending on the completeness of aceti- 
fication, is present in all true vinegar. Reducing sugar and other carbo- 
hydrates in minute amount, glycerol, coloring matters, aromatic ethers, 
and mineral salts occur in all kinds but distilled and wood vinegar. Other 
minor constituents of cider vinegar are pentosans,* furfural,t and acetyl- 
methylcarbinol.{ Distilled vinegar contains only traces of solids. Wood 
vinegar contains considerable amounts of formic acid; cider vinegar and 
malt vinegar none or only traces. § 

Manufacture of Vinegar.—Cider and wine vinegar were formerly 
made almost entirely by the slow process of cask fermentation, the fruit 
juice being allowed to undergo both alcoholic and acetic fermentation in 
barrels with open bung-holes in a warm cellar, or exposed to the sun. 
Two or three years are required for this process. Sometimes fresh cider 
or wine is added to the barrels at regular intervals of two or three weeks, 
thus causing a series of progressive fermentations. ‘The acetic fermenta- 
tion is hastened by adding old vinegar, or mother-of-vinegar. While 
farmers and some manufacturers still continue to use the slow process, 
quick or “ generator’ vinegar processes are now much used not only for 
malt, beer, and spirit vinegar but also for cider and wine vinegar. 

There are two types of generators: (1) Tank Generators, provided 
with false bottoms, containing beech shavings, birch twigs, corn cobs, 
or other woody material, previously saturated with old vinegar, through 
which the alcoholic liquor percolates and is brought in contact with a 
current of air passed up from below, and (2) Rotating Generators consisting 
of rectangular tanks containing the alcoholic liquor into which dip slowly 
revolving drums containing beech shavings. In the former process the 
acetification is completed in two or three days, in the latter, in about four 
weeks. 

The alcoholic liquid from which genuine malt vinegar is made is derived 
from the wort obtained by mashing malt, or a mixture of malt and cereals. 
Sugar and glucose vinegar are prepared by the alcoholic and acetic fermen- 
tation of diluted molasses, or other sugar by-product, and glucose respec- 
tively. Spirit vinegar is derived from diluted whiskey, brandy, or alcohol. 


* Tolman and Hartman, Jour. Ind. Eng. Chem., 9, 1917, p. 759. 

+ Anderson, Tech. Quart., 6, 1914, p. 214. 

t Farnstainer, Zeits Unters. Nahr. Genussm, 2, 1899, p. 198; 15, 1908, p. 321; Browne, 
Jour. Amer. Chem. Soc., 25, 1903, p. 29; Pastureau, Jour. pharm. chim., 21, 1905, p. 593; 
Balcom, Jour. Amer. Chem. Soc., 39, 1917, p- 309. 

§ Crawford, Jour. Ind. Eng. Chem., 5, 1913; p. 846; Rowatt, Lab. Int. Rev. Dept. 
Canada, Bul. 64, 1917. 
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CHARACTERISTICS AND COMPOSITION OF THE VARIOUS VINEGARS. 
—Cider Vinegar is brownish yellow in color, and possesses an odor of 
apples. It is chiefly distinguished from other vinegar by the presence 
of more or less malic acid, by the character of its sugars, and by the pre- 
dominance of potash in the ash. Its specific gravity varies from 1.013 
to 1.015. Its acidity varies from 3 to 6 per cent, and its solids from 1} to 
3 per cent. Cider vinegar under polarized light is always levorotatory. 

The following are summarized data of analyses made by H. C. Lyth- 
goe in the writer’s laboratory of twenty-two samples of cider vinegar of 
known purity. 


P.O; in Ash of 100 


hoatic Total ‘Altcalin= Grams Vinegar. 
P 


; Ash. ity of P 
Acid. Solids. iepal : 
Soluble | Insoluble 
(mgr. ). (megr.). 
IMPAXIMUIN se Sect wie cis s elee sie sta 5-86 Be 0.42 36.1 Sey Biles 
IMPIMIMMU Meese cele ols ce cic ee ho cke eee 3-92 1.84 0.20 22.2 ee 6.5 
5-6 


RAV ELA GCE mics amiciekieiciese steer mieieisiee 4-84 2.49 0.34 29-7 TO.2 152 


Reducing Sugars. | Pojariza- 
tion, Per Cent | Per Cent | Ratio of ity of 
Degrees Malic Ash in Reducing Soluble |: Gram of 
After | Ventzke | Acid. Total ugars | to Total | Ash, cc. 


Before : Total 2 
Inversion.'Inversion. ae: Boece: ‘Solids. PrN: Acid. 
Maximum....| 0.51 0.53 —3.6 0.16 19.0 16.6 66.9 125.0 
Minimum, ...| 0.15 0.15 On 0.08 10.0 Wes 50-0 69.0 


AVERARC ciieieia 225) i O22 —1.3 O.I1 13.8 LOR7, 56.3 go.o 


1 Number of cubic centimeters of tenth-normal acid to neutralize the ash of 100 grams of vinegar. 


Twenty-two samples of pure cider vinegar were analyzed by A. W. 
Smith * with the following results: 


| 
Acetic Total Alkalinity] Solub‘e | Insolubl Total 
Acid. | Solids. | Ash. | (of Ash | Ps0s, | -P,On) WAPsOn 
Maximum ..:..2...3.. 7.61 4.45 O. Gt Sees 22.7 19-4 39-0 


Gabe bWea, Soganes one o 3-24 2.00 0.31 28.4 13-6 Aa 19-8 
ANVETAGC He tisk s ee\ny= ssi 4-46 2.83 0-39 | 38.8 Ig.1 10.1 28.6 


1 Number of cubic centimeters of tenth-normal acid require i 
of vinegar. quired to neutralize the ash from 100 grams 


Van Slyke,f in extensive experiments on the home manufacture of 
vinegar, found that the fixed acid in seventeen samples of fresh apple juice 


* Jour. Am. Chem. Soc., 20 (1898), p. 6. 
} N, Y. Agr. Exp. Sta., Bul. 258, 1904. 
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was 0.55 per cent; after six months it was reduced to 0.39 per cent, after 
eight months to 0.13 per cent, after fifteen months to 0.06 per cent and after 
twenty-four months to 0.02 per cent, the greatest loss being after the alcoholic 
fermentation had ceased and before the acetic fermentation was consider- 
able. 

Tolman and Goodnow * have shown that vinegar made in the tank 
type of generator differs little in composition from that of the hard cider 
except for conversion of alcohol into acetic acid, a marked loss in fixed 
acids, and a gain in pentosans. For ‘example, in one experiment the hard 
cider contained 0.15 per cent of fixed acids and 0.15 per cent of pentosans, 
whereas the vinegar contained 0.06 per cent of fixed acids and 0.19 per 
cent of pentosans. In another experiment the percentages in the hard 
cider were 0.19 and 0.12 and in the vinegar 0.06 and 0.18 per cent respec- 
tively. 

Hartman and Tolman,} from experiments carried out with the rotating 
generator process extending through two years, concluded: (1) During 
fermentation a large part of the malic acid of the apple juice is destroyed 
to form lactic acid. (2) During acetification the remaining malic acid 
is almost entirely oxidized. (3) The fixed acid in the vinegar is chiefly 
lactic acid. 

In the final vinegar made from a mixture of first and second pressings — 
they obtained, among other results, in the filtered and cleared stock 
respectively as follows: solids 1.31 and 1.21, non-sugar solids 1.19 and 1.10, 
volatile acid as acetic 6.44 and 6.58, malic acid 0.0335 and 0.0440, suc- 
cinic acid 0.0085 and 0.0110, lactic acid 0.225 and 0.285, formic acid 0.0004 
and 0.0004, and acetates as acetic acid 0.043 and 0.039 per cent. 

Bender ¢ found that the glycerol content of cider vinegar made by the 
generator process in New Jersey ranged from 0.25 too.45 percent. Good- 
now { found the range for generator vinegar produced in Michigan and New 
York to be 0.24 to 0.46 and 0.25 to 0.31 per cent respectively. Both 
investigators made daily tests for several months of both the cider stock 
and the finished vinegar. 

The composition of cider vinegar ash is found by Doolittle and Hess § 
to be as follows: 


* Jour. Ind. Eng. Chem., 5, 1913, p. 928. 

} Ibid., 9, 1917, p. 759. 

t U.S. Dept. of Agric. Notice of Judgment No. 1159. 
§ Jour. Amer. Chem. Soc., 22, 1900, p. 220, 
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Calcium Oxider, sae aes CaO. 35.s.m ee cemeae romeceane 
Magnestum oxides: ..2.-. MeOn 2a: 1.88 to 3-44 
Potassium oxide....-...- KsQ dude wae ce 46.33 to 65.64 
Sodititm/Oxid@ein.2 see eee NasO eis eee None 
Sulphuric anhydride. ..2 3503... ..2--- «25 4200:10)10=29 
Phosphoric'anhydride..... P2Og..)..-----« 9322010me-00 
Jrowvoxide eye eeoe tse HesOats oot 6 aoe None to trace 
COz and loss... ©.00-to 40.44 


Wine Vinegar is light yellow if made from white wine, and red if from 
red wine. The former is the highest prized. Wine vinegar varies in specific 
gravity from 1.0129 to 1.0213, and contains from 6 to g per cent of acetic 
acid. It is characterized chiefly by the bitartrate of potassium (cream 
of tartar) which true wine vinegar always possesses. Free tartaric acid 
is also usually present. Wine vinegar is the principal vinegar of France 
and Germany. In the United States the term white wine vinegar is 
usually applied to distilled or spirit vinegar, which is much cheaper than 
the real wine vinegar and altogether inferior to it. 

Wine vinegar is slightly levo-rotary with polarized light. 

The composition of genuine white wine vinegar is shown by the follow- 
ing summary of the analyses of twenty-two samples, made in the Municipal 
Laboratory of Paris: 


Specific Total Bitartrat idi 

Gravity. Solids. Sugar. | of Potash. Ash. nee 
Mila cite teve rete tetsyets I.0213 BELO 0.46 0.36 0.69 7.38 
IMbiebweNbbN, GS onoKK6 I.O0129 tego 0.06 0.07 0.16 4-44 
Vee a aemice tetas seleters I.O175 1.93 0.22 Oni 0.32 7.38 


Weigmann gives the following average of analyses of red wine vinegar: 


Specific | Acetic Total Free. lc f = Phos- 
Graal Acids dosteric Testers Pane Alcohol. Extract. oy Ash. Phd 

‘ cid. 
T-0143 | 7-79 | 0.216 | 0.000 || 0.057 EeLQ) | O20039) O.1At | Os 18)|morora 


Malt or Beer Vinegar is of a brown color, and its odor is suggestive 
of sour beer. It varies in specific gravity from 1.015 to 1.025; its acidity 
is about the same as cider vinegar, but the extract is much larger, varying 
from 4 to 6 per cent, Malt vinegar contains considerable nitrogenous 
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matter, and notable quantities of phosphates, dextrin, and maltose. It 
‘ontains no cream of tartar. Malt vinegar is largely used in Great 
- Britain. 

Hehner gives the following data of the analyses of seven samples of 
vinegar undoubtedly made from malt only: * 


- 4: Total Phosphoric | Alkalinity 

—! Solids. | Ash | Anhydride. | (Na2COs). 
Masdiniumnm eteatee eee ee 6.48 4.23 0.47 .13 .089 
MintnUIM eae eth hie 2.88 1.68 On22 .007 .O17 
FEAT te rerey es Ss chet a a Se 4.23 2.70 0.34 .105 .024 


Allen gives the results of the analyses of three samples of genuine 
vinegar brewed from a mixture of malted and unmalted barley as follows:t} 


° be Phos- AQ 
S) fi Acet Total Alkalinity 5 4 Albumin- 
Specific | Acetic | Total | ash, Allatinity! pore [Witrogen. | Albumin 
oe copoootaes T0170.) 0530 5) 0.34 ©.091 | 0.077 -099 624 
Rosdensanoces 1.0228 5-26 3-96 0.40 0.118 0.003 -095 -598 
Bnaccocodns0e0s I.o160 | 4.86 2.31 Oxi Macseeaee 0.057 -099 -624 


Wyatt and Schlichting t¢ consider the U. S. limit for phosphoric acid in 
the soluble ash (page 804) too high and have shown that malt vinegar is 
often levorotatory. A shipment of malt vinegar pronounced an imitation by 
the United States authorities analyzed, according to Wyatt and Schlichting, 
as follows: sp.gr. at 60° F. 1.0164, acetic acid 4.65, lactic acid 0.47, total 
acidity calculated as acetic 4.97, total solids 2.03, dextrin trace, ash 0.46, 
alkalinity of ash (K2O) 0.06, phosphoric acid 0.08, protein (N X6.25)o.50, 
opticity (angular degrees, 200 mm. tube) —0.307. Chapman confirmed their 
findings. Russell and Hodgson further criticise the United States Stand- 
ards as permitting sophistication. They propose a minimum of 0.05 per 
cent for phosphoric acid; in authentic samples they found a range of 
0.047 to 0.092 per cent. 


* Analyst, 16, p. 82. See also Analyst, 18, p. 240. 
{ Ibid., 19, p. 15. 
} Eighth Int. Cong. App. Chem., 14, 1912, p. 277. 
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Distilled, Spirit, or Alcohol Vinegar.—This vinegar, being made from 
diluted alcohol, is nearly colorless, unless artificially colored, as it often 
is, with caramel. As stated on page 792, the ‘‘ white wine” vinegar 
(incorrectly so-called) commonly sold in the United States is of this class.. 
Its specific gravity ranges from 1.008 to 1.013. Spirit vinegar contains 
from 3 to 10 per cent of acetic acid. Its content of total solids is insig- 
nificant, and it contains only traces of ash. It always contains non- 
acetified alcohol and aldehyde. It has no optical activity with polarized 
light. 

Twelve samples of distilled vinegar analyzed in the Municipal Labora- 
tory of Paris gave according to Girard * the following results: 


, id 

ors oe a Sugar. Ash, Acidity. | 
IMME noe MS. 5 gabon date vgs gon. I.O131 0.58 Trace .09 7.98 
IN Biot anton no bc Gees ooo. I.0082 0.16 ie Trace 4.98 
WAV CEAE Gon O cheers scaaisiacce ane deus I.O100 0.35 se .O4 6.34 


An analysis of a sample of typical distilled or spirit vinegar as produced 
in the United States is given in the table on page 806. 

Glucose Vinegar is made from the acetification of alcohol, obtained 
from the fermentation of commercial glucose. This vinegar usually 
possesses the odor and taste of fermented starch. It is low in total solids, 
the extract consisting almost entirely of untransformed glucose, and the 
vinegar therefrom contains all the ingredients of the product from which 
it was made, viz., dextrin, maltose, and dextrose, as well as chloride of 
sodium. It is decidedly dextro-rotatory with polarized light boch before 
and after inversion. 

Molasses Vinegar.—This is largely the product of the acetic fermen- 
tation of sugar-house wastes, and sometimes of the accidental acetic 
fermentation of molasses itself, after it has undergone alcoholic fermenta- 
tion for the manufacture of rum. This variety of vinegar is sometimes 
used as an adulterant of cider vinegar. With polarized light molasses 
vinegar is dextrorotatory before, and levorotatory after inversion. 


* Analyse des matiéres alimentaires, Paris, 1904, p. 271. 
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Wood Vinegar is prepared by the purification of pyroligneous acid, 
which may be accomplished by saturating the crude acid wich lime or soda, 
adding hydrochloric or sulphuric acid, and distilling. It is further purified 
by redistillation with potassium bichromate, and filtration through bone- 
black. Acetic acid is sometimes added to impart flavor. 

The extract and ash of wood vinegar are very small. Its specific 
gravity averages 1.007 according to Blyth. Empyreumatic or tarry 
products are nearly always present in vinegar of this class. 


ANALYSIS OF VINEGAR. 


Specific Gravity.—This is obtained either with the hydrometer, pyc- 
nometer, or Westphal balance. 

Determination of Total Solids.—Weigh to grams of the sample in a 
tared platinum dish 50 mm. in diameter, evaporate to dryness on a boiling- 
water bath and dry for two and one-half hours in a water oven at the tem- 
perature of boiling water. Cool in a desiccator and weigh. 

Determination of Ash.—Transfer the dish containing the last residue 
or extract to a muffle, and burn at a low red heat to.an ash, or the ignition 
may be accomplished with care over a direct flame turned low. Cool 
the dish and weigh. 

Determination of Solubility and Alkalinity of the Ash.—Smith’s 
Method.*—Twenty-five cc. of the vinegar are evaporated to dryness in 
a tared platinum dish, ignited, cooled, and the ash weighed. The ash is 
then repeatedly extracted with hot water by washing into a Gooch crucible 
provided with a layer of asbestos (previously ignited in the crucible, cooled, 
and weighed). or upon an ash-free filter. Dry the Gooch or filter, ignite, 
cool, and weigh the insoluble ash. The aqueous extract is titrated directly 
with tenth-normal acid, using methyl orange as an indicator, or treated 
by adding an excess of tenth-normal hydrochloric acid, boiling and titrat- 
ing back with tenth-normal sodium hydroxide, using phenolphthalein. 
Express the alkalinity in terms of 100 grams of the vinegar, by multiplying 
by 4 the number of cubic centimeters of acid required to neutralize. 

Determination of Phosphoric Acid.|—Extract repeatedly the insoluble 
ash as obtained in the preceding section with hot water acidulated with 
nitric acid, and acidify with nitric acid the neutralized solution of the 


* Jour. Amer. Chem. Soc., 20, p. 5. 
+ U.S. Dept. of Agric., Bur. of Chem., Bul. 46, p. 12. 
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soluble ash. Add to each solution 15 grams of ammonium nitrate, heat 
to boiling, and precipitate the phosphoric acid with 50 cc. of ammonium 
molybdate reagent after which digest for an hour at a temperature of 
about 65°, filter, and wash with cold water. Dissolve the precipitate on 
the filter with ammonia and hot water, and wash into a beaker to a bulk 
of not more than too cc. Nearly neutralize with hydrochloric acid, cool, 
and add slowly magnesia mixture (prepared as usual), drop by drop while 
stirring vigorously. After fifteen minutes add 30 cc. of ammonia (specific 
gravity 0.96), let stand for at least two hours, filter on a Gooch crucible, 
wash with 2.5% ammonia till practically free from chlorides, ignite, and 
weigh as Mg.P,O;. Express results in terms of milligrams of phosphoric 
anhydride in the soluble and insoluble vinegar ash from too cc. of 
vinegar. 

Phosphoric acid in the soluble and insoluble ash may be conveniently 
determined also by the uranium acetate method, page 757. 

Determination of Nitrogen.—Concentrate from 50 to too cc. of 
vinegar to a syrupy consistency, and proceed as directed under the 
Kjeldahl or Gunning method, page 58. 

Determination of Total Acidity.—Six cc. of vinegar are carefully 
measured from a pipette into a white porcelain dish and diluted with 
water. Using phenolphthalein as an indicator, titrate with tenth-normal 
sodium hydroxide. The number of cubic centimeters of the latter required 
to neutralize, divided by 10, expresses the acidity in terms of percentage 
of acetic acid. 

Approximate Determination of Vinegar Acidity by Lime Water. —It 
has generally been considered difficult for vinegar dealers and others 
who desire to estimate the acidity of their vinegar to do this themselves, 
in that it has been necessary to obtain for the purpose a carefully standard- 
ized alkaline solution, the exact strength of which it is impossible for 
them to determine. ; 

It has been found that very satisfactory, though of course not abso- 
lutely accurate, results may be obtained by the use of ordinary lime 
water, which any one may easily prepare by making a saturated solution 
of ordinary air-slaked lime. The strength of such a solution is very nearly 
constant, and has been found to be about g7z of the normal. If, there- 
fore, it is not easy to obtain exactly normal or tenth-normal alkali, approx- 
imate figures may be obtained by employing such a saturated lime water. 
If 2.75 cc. of vinegar are titrated with lime water contained in a burette, 
using phenolphthalein as an indicator, the number of cubic centimeters 
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of the lime water necessary to neutralize the vinegar, divided by to, 
gives the percentage of acetic acid in the vinegar. To make sure that 
the lime water is saturated, an excess of lime should always be present 
in the reagent bottle. 

Determination of Volatile and Fixed Acids.—Thirty cc. of the vine- 
gar are transferred to a distilling-flask and subjected to distillation, using 
a current of steam. Receive the distillate in a 25-cc. graduated cylinder. 
After 15 cc. have passed over, test from time to time the drops of 
distillate as they fall into the receiving vessel with litmus-paper, and when 
free from acid discontinue the distillation. Note the volume of the 
distillate, mix by shaking, and transfer one-fifth to a white porcelain dish. 
Titrate as in the case of total acidity, expressing the volatile acids as 
acetic. 

Calculate the fixed acid, expressed in the case of cider vinegar as 
malic, by subtracting the percentage of volatile acid from the percentage 
of total acid, and multiplying the result by the factor 1.117. In the case 
of wine vinegar, express as tartaric acid by using the factor 1.25. To 
express acidity in terms of sulphuric acid, multiply the percentage of 
acetic acid by 0.817. | 

Determination of Alcohol.—Alcohol is present in very small amounts 
in fruit vinegar that has not been completely acetified. Frear recom- 
mends concentrating the distillates as follows: Neutralize 100 cc. of 
the sample and distill off 4o cc. Then redistill the distillate till 20 cc. 
have gone over. Cool to 15.6°C. and make up to 20 cc. with distilled 
water. Determine the specific gravity with a Io-cc. pycnometer, and 
ascertain from the table on page 690 the per cent by weight of alcohol 
corresponding to the specific gravity. The percentage in the last distil- 
late, divided by 5, expresses the amount of alcohol in the vinegar. 

Detection of Free Mineral Acids.—The ash of genuine cider vinegar 
is always alkaline. If the ash is neutral, free mineral acids are doubtless 
present. For their detection the following is a modification of Brannt’s 
method of procedure: 

Add to 50 cc. of the vinegar in an Erlenmeyer flask a small bit of 
starch the size of a wheat-grain, and shake to disseminate it through the 
fluid. Boil for some minutes, cool, and add a drop of iodine solution. 
Tf a blue coloration occurs, no mineral acid is present. In the presence 
of an appreciable amount of mineral acid, the starch will be converted 
to dextrin and sugar, and no coloration will be produced by the iodine. 

Frear’s Method.—Add 5 or 10 cc. of water to 5 cc. of the vinegar, and 
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to the mixture add a few drops of a solution of methyl violet (one part 
of methyl violet 2B in 100,000 parts of water). In the presence of mineral 
acids, a blue or green coloration will be produced. 

Determination of Free Mineral Acids.—Helmner’s Method.*—To a 
weighed quantity of the sample add an excess of decinormal alkali, evap- 
orate to dryness, incinerate, and titrate the ash with decinormal acid. 
The difference between the number of cubic centimeters of alkali added 
in the first place, and the number of cubic centimeters needed to titrate 
the ash, represents the equivalent of the free acid present. 

Detection and Determination of Sulphuric Acid.—This is determined 
as barium sulphate by the addition of barium chloride solution. A slight 
cloudiness on the addition of the reagent indicates the presence cf 
small quantities of sulphate as an impurity, rather than free sulphuric 
acid. If a minute quantity of free sulphuric acid be present, a rather 
heavy white cloud on the addition of the barium chloride will be formed, 
which slowly settles out. According to Brannt, if the quantity of sul- 
phuric acid is more than one part in a thousand, the sulphate of barium 
formed by addition of the reagent produces a copious precipitate that 
rapidly falls to the bottom of the receptacle. This may be filtered, 
washed, ignited, and weighed in the usual manner. 

Detection of Free Hydrochloric Acid.—Distill off half of a measured 
volume of vinegar into the receiving-flask of a distillation apparatus, 
and to the distillate add a few drops of nitrate of silver reagent. A pre- 
cipitate indicates hydrochloric acid. 

Detection of Malic Acid (Frec or Combined).—Absence of malic acid 
may be assured, if no precipitate occurs with neutral acetate of lead, 
when a few drops of a solution of this reagent are added to the vinegar. 
In the presence of malic acid, as in the case of a pure cider vinegar, the 
precipitate which is formed with lead acetate is flocculent, forms at once, 
and is of considerable amount. In pure cider vinegar the precipitate 
will settle to the bottom of the test-tube, leaving a clear supernatant 
liquid within ten minutes. Unfortunately the acetate of lead test is 
a negative one, in that several organic acids other than malic will cause 
a precipitate, as, for instance, tartaric and saccharic acids, the former 
being found in wine and the latter in molasses vinegar. Malt vinegar 
also gives a copious precipitate with lead acetate, due to phosphoric acid. - 

The writer employs the following test t for detecting malic acid in 


* Analyst, 1, 1877, p. 105. 
} An. Rep. Mass. State Board of Health, 1902, p. 485. Food and Drug Reprint, 8, Seb 
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vinegar: Add a few drops of a 10% solution of calcium chloride to some 
of the vinegar in a test-tube, and make the mixture slightly alkaline with 
ammonia. Filter off the precipitate that occurs at this point, to the 
filtrate add two or three volumes of 95% alcohol, and heat to boiling. 
A copious, flocculent precipitate of calcium malate will form, if malic 
acid be present, settling to the bottom of the tube in a few minutes. 
A precipitate will occur in malt and glucose vinegar, due to dextrin. 

To confirm the presence of malic acid, filter, wash the precipitate 
with a little alcohol, dry, dissolve it in strong nitri¢ acid in a porcelain 
evaporating-dish, and evaporate to dryness over the water-bath, forming 
calcium oxalate. Boil the residue with sodium carbonate, filter, acidify 
the filtrate with acetic acid, boil to expel the carbon dioxide, and add a 
solution of calcium sulphate. A precipitate of calcium oxalate confirms 
the presence of malic acid. 

The quantitative determination of malic acid is seldom necessary. 

Lead Precipitate—Hortvet Number.—The quantitative measurement 
of the precipitate formed with lead acetate, or subacetate, is of con- 
siderable importance. Even though the precipitate formed may not be 
due as was long thought to malic acid, but may be due to phosphoric 
acid (though this has not been fully proved), it nevertheless remains a 
fact that the qualitative lead acetate test is one of the most important 
of all in judging the purity of cider vinegar. 

The lead precipitate is best measured as follows: To 25 cc. of the 
vinegar add 2.5 cc. of U. S. P. subacetate of lead solution. Shake and 
whirl in a graduated Hortvet tube in the centrifugal machine, and read 
the volume of the precipitate in the bottom of the tube. The results 
expressed in cc. on thirty samples of pure cider vinegar are summarized 
_as follows: Highest, 1.4; lowest,o.5; average, 0.84. The Hortvet number 
of adulterated cider vinegar runs from a mere trace to 0.5 and some- 
times higher. 

Winton’s Lead Number.—This is determined by the method de- 
scribed for maple products, page 658. 

Bailey * obtained by this method the following results: 


Cider vinegar (8 samples) ....----.-.. 0.075 to 0.290 
NMalpevanegari( > Samples) ..1......--2-- 0.158 to 0.548 
Distilled vinegar (1 sample) ...-.-.----- 0.018 


— 


* A, O, A. C. Proc., 1908. U.S. Dept. of Agric., Bur. of Chem., Bul. 122, p. 27. 
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Hickey * follows the same method, except that he employs only 5 ce. 
of standard lead subacetate solution and determines the lead in 50 cc. 
of the filtrate. The lead number found by him in twenty samples of 
cider vinegar varied from 0.076 to 0.166. 

Determination of Acid Tartrate of Potassium.—Berihelot and Fleu- 
rien’s Method.t—Twenty-five cc. of the vinegar are evaporated on the 
water-bath to syrupy consistency, and the residue is dissolved in water 
and made up to its original volume. It is then transferred to a 250-cc. 
Erlenmeyer flask, and too cc. of a mixture of equal parts of strong alcohol 
and ether are added, the flask is corked, shaken, and set on ice or in a 
cold place for forty-eight hours. At the end of this time, if a crystalline 
precipitate has gathered, the supernatant liquid is decanted upon a filter, 
and finally the precipitate is washed upon it by a fresh quantity of the 
ether-alcohol mixture, and the washing continued with this reagent till 
practically free from acid. The filter and its contents are then trans- 
ferred to the original flask, and the tartrate is dissolved in boiling water, 
after which the solution is titrated in the same flask with tenth-normal 
sodium hydroxide, using phenolphthalein as an indicator. Multiply 
the number of cubic centimeters of alkali required to neutralize by the 
factor 0.0188, and the quotient expresses the grams of bitartrate of potash 
in the sample. Multiply this by 4 to obtain the percentage present. 

Polarization and Determination of Sugar.—If the vinegar is light- 
colored and quite free from turbidity, it may sometimes be polarized undi- 
luted in the 100-mm. tube. Vinegar may often be sufficiently clarified 
for polarization by filtering twice through the same filter. It is, how- 
ever, best to add 10% of basic lead acetate solution, and to filter before 
polarizing, thus removing the malic or tartaric acids which may have a 
slight effect on the polarization. In case of dark-colored or turbid 
samples, add to 50 cc. of the sample 5 cc. of about equal quantities of 
lead subacetate and alumina cream, shake, filter, and polarize in a 200- 
mm. tube, adding 10% to the reading on account of the dilution. 
The polarization value of the vinegar is conveniently expressed in terms 
of actual direct reading obtained by the undiluted sample in a 200- or 
4oo-mm. tube. 

If the invert reading is desired for calculation of sucrose or com- 
mercial glucose, subject the sample to inversion with hydrochloric acid 
and heat, as in the case of sugars. 


* Tbid. 
} Girard, Analyse des Matiéres Alimentaires, Paris, 1904, p. 144 
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For the determination of sucrose, use Clerget’s formula (page 611), 
calculating the true direct and invert readings from the direct and invert 
readings of the undiluted vinegar on the basis of the normal weight of 
the sample, by multiplying the obtained readings by 0.26 in the case of the 
Soleil-Ventzke instrument. 

Determination of Reducing Matter before and after Inversion.— 
Measure two portions of 25 cc. each into roo-ce. flasks. Dilute one por- 
tion with 25 cc. of water, add 5 cc. of concentrated hydrochloric acid and 
invert in the usual manner. Neutralize both portions with sodium 
hydroxide, clear with normal lead acetate, remove the excess of lead with 
potassium sulphate or carbonate, and make up to the mark. Determine 
reducing sugars in each portion by the Munson and Walker method 
(page 622) and calculate as invert sugar. 

The above method gives the total reducing matters before and after in- 
version. To determine the non-volatile reducing matters evaporate the 25 cc. 
portions to dryness then take up in 50 cc. of water and proceed as described. | 

Determination of Pentosans.—Place 100 cc. of the vinegar in a flask, 
add 43 cc. of concentrated hydrochloric acid (sp.gr. 1.19) and proceed as 
described on page 286. 

Determination of Glycerol.—The glycerin is extracted by essentially 
the same process as is used for dry wines (p. 703) and determined by 
the Hehner method modified by Richardson and Jaffé * and Low. These 
processes have been adapted to vinegar analysis by Ross f as follows: 

Standard Solutions.—1. Strong Bichromate.—Dissolve 74.56 grams 
of dry, recrystallized potassium bichromate in water, add 150 cc. concen- 
trated sulphuric acid, cool, make up to 1000 cc. at 20° C., and determine 
the specific gravity at 20°/20° C.; 1 cc. =o.o1 gram glycerin. Accurate 
measurements being difficult owing to changes in room-temperature 
it is well to use weighed amounts of the solution from a weight burette, 
dividing by the specific gravity to obtain the volume used. The solution 
has an apparent expansion in glass of 0.0005 (or 0.05%) for each degree 
centigrade. The solution may be measured if this correction is made. 

2. Dilute Bichromate.—Introduce a weighed amount (12.5 times the 
specific gravity) of the strong bichromate from a weight burette into a 
250 cc. glass-stoppered volumetric flask, make up to the mark with water 
at room temperature; 20 cc.=1 cc. of the strong solution. If slightly 
more than 12.5 cc. equivalent is used, make up to the mark and then 
add the required amount of water to make one-twentieth dilution. 


* Jour. Soc. Chem. Ind., 17, 1898, p. 330. 
+ Proc. A, O, A. C., 1910. U.S. Dept. of Agric., Bur. of Chem., Bul. 137, p. 61. 
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3. Ferrous Ammonium Sulphate.—Dissolve 30 grams of the crystallized 
salt in water, add so cc. of concentrated sulphuric acid, cool and dilute 
to Iooo cc. at room temperature; 1 cc. =approximately 1 cc. of the dilute 
bichromate. Owing to daily changes in strength it should be standardized 
against the bichromate whenever used. 

Extraction of Glycerol—Make all evaporations on a water-bath kept 
at 85° to go° C.. Evaporate 100 cc. of the vinegar to about 5 cc., add 20 cc. 
of water and again evaporate to about 5 cc. to expel acetic acid. Add 
about 5 grams of fine sand and 15 cc. of milk of lime (freshly prepared 
and containing about 15% of calcium oxide), and evaporate nearly, 
but not quite, to dryness, with frequent stirring, avoiding formation of 
dry crust... Rub into a homogeneous paste with 5 cc. of hot water, add 45 
cc. of absolute alcohol, washing down paste adhering to the sides of the 
dish, and stir thoroughly. Heat the mixture on a water-bath with con- 
stant stirring to incipient boiling, decant onto a 12.5 cm. fluted filter, 
wash twice by decantation and finally on the filter with 90% alcohol 
up to about 150 cc., or, instead of filtering, centrifuge and wash three 
times. Evaporate to a sirup, dissolve in ro cc. of absolute alcohol, and 
wash into a 50 cc. glass-stoppered cylinder with two 5 cc. portions of abso- 
lute alcohol. Add three portions of 10 cc. each of absolute ether, thor- 
oughly shaking after each addition. Let stand until clear, then pour off 
through a filter, and wash the cylinder and filter with mixed absolute 
alcohol and absolute ether (1:1.5). If a heavy precipitate is observed 
in the cylinder, it is well to centrifuge at low speed and decant the clear 
liquid through a filter. Add 20 cc. of the mixture of absolute alcohol 
and absolute ether to the precipitate in the cylinder, shake thoroughly, 
centrifuge and decant, repeating three times. Evaporate filtrate and 
washings at 85°-go° C., to about 5 cc.; dilute and evaporate to 5 cc. 
three times, using respectively 20, 20 and 10 cc. of water. Wash residue 
with hot water into a 50 cc. volumetric flask, cool, add silver carbonate 
freshly precipitated from o.1 gram of silver sulphate, shake occasionally, 
and allow to stand ro minutes; then add 0.5 cc. of lead subacetate solu- 
tion, shake occasionally, and allow to stand ro minutes. Make up to 
the mark, shake well, filter, rejecting the first portion of the filtrate, and 
pipette off 25 cc. of the clear filtrate into a 250 cc. glass-stoppered volumetric 
flask. Precipitate the excess of lead with 1 cc. of concentrated sulphuric 
acid, and determine the glycerol by the following method: 

Determination.—From a weight burette introduce into the 250 cc. 
flask, containing the 25 cc. of purified glycerol solution, a weighed amount 
of the strong bichromate solution (with ordinary vinegar 30-35 cc.) suf- 
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ficient to leave about 12.5 in excess, carefully add 24 cc. of concentrated 
sulphuric acid, rotating gently to mix and avoid ebullition, then heat in 
boiling-water bath for exactly 20 minutes. Dilute at once, cool, and make 
up to mark at room temperature. The oxidation is a trifle more complete 
if only 15 cc. of concentrated sulphuric acid are added and the digestion 
is continued for at least 2 hours. 

Standardize the ferrous ammonium sulphate solution against the 
dilute bichromate by introducing from burettes approximately 20 cc. of 
each into a beaker containing 100 cc. of water. Complete the titration, 
using potassium ferricyanide solution (0.5 to 1%) as indicator on a 
porcelain spot plate. Calculate the volume (F) of ferrous ammonium 
sulphate equivalent to 20 cc. of the dilute and, consequently, to 1 cc. of 
the strong bichromate solution. 

Substitute for the dilute bichromate a burette See the oxidized 
glycerol with excess of bichromate solution, and ascertain how many cubic 
centimeters of it are equivalent to F cc. of the ferrous ammonium sulphate 
solution, and therefore to 1 cc. of the strong bichromate. Then 250 divided 
ky this last equivalent equals the number of cubic centimeters excess of the 
strong bichromate present in the 250 cc. flask after oxidation of the glycerol. 

The number of cubic centimeters of strong bichromate added, minus 
the excess found after exidation, multiplied by 0.01 equals the weight of 
glycerol in the 25 cc. of purified solution used in the determination; this 
result, multiplied by 2, gives the weight of glycerol in grams per Ioo cc. 
of the vinegar. 


ADULTERATION OF VINEGAR. 


Standards of Purity—In England, where the principal vinegar is 
malt vinegar, the legal standards are considerably different from those in 
force in France and Germany, where wine vinegar is prevalent. These 
differ again from the requirements found in the United States and Can- 
ada, where cider vinegar is the chief product. 

Some of the state food laws fix a standard for the acidity of cider 
vinegar varying from 3.5 to 4.5 per cent of acetic acid, and in most cases 
also a minimum standard for total solids or residue of from 1.5 to 2 per 
cent. Special laws stipulate furthermore in some states that cider vine- 
gar, sold as such, must be exclusively the product of pure apple cider. 

Following are the U. S. standards for the various vinegars: 

Vinegar, Cider Vinegar, Apple Vinegar, is the product made by the 
alcoholic and subsequent acetous fermentations of the juice of apples, 
is levo-rotatory, and contains not less than 4 grams of acetic acid, not 
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less than 1.6 grams of apple solids, of which not more than 50% are 
reducing sugars, and not less than 0.25 gram of apple ash in 
too cc. (20° C.); and the water-soluble ash from roo cc. (20° C.) of 
the vinegar contains not less than 10 milligrams of phosphoric acid 
(P2O5), and requires not less than 30 cc. of decinormal acid to neutralize 
its alkalinity. 

Wine Vinegar, Grape Vinegar, is the product made by the alcoholic 
and subsequent acetous fermentations of the juice of grapes, and con- 
tains in 100 cc. (20° C.), not less than 4 grams of acetic acid, not less 
than 1.0 gram of grape solids, and not less than 0.13 gram ot grap2 ash. 

Malt Vinegar is the product made by the alcoholic and subsequent 
acetous fermentations, without distillation, of an infusion of barley malt, 
or cereals whose starch has been converted by malt, is dextro-rotatory, 
and contains, in too cc. (20° C), not less than 4 grams of acetic acid, 
not less than 2 grams of solids, and not less than 0.2 gram of ash; and 
the water-soluble ash from 100 cc. (20° C), of the vinegar contains not 
less than g milligrams of phosphoric acid (P2Os5), and requires not less 
than 4 cc. of decinormal acid to neutralize its alkalinity. 

Sugar Vinegar is the product made by the alcoholic and subsequent 
acetous fermentations of solutions of sugar, syrup, molasses, or refiners’. 
syrup, and contains, in roo cc. (20°C), not less than 4 grams of acetic 
acid. ' 

Glucose Vinegar is the product made by the alcoholic and subsequent 
acetous fermentations of solutions of starch sugar or glucose, is dextro- 
rotatery, and contains, in 100 cc (20° C.), not less than 4 grams of acetic 
acid. 

Spirit Vinegar, Distilled Vinegar, Grain Vinegar, is the product made 
by the acetous fermentation of dilute distilled alcohol, and contains, in 
roo rc. (20° C.), not less than 4 grams of acetic acid. 

Accidental Adulteration of vinegar may result in the presence of injuri- 
ous metallic salts, such as of copper, lead, or zinc, derived from vessels or 
utensils used in the manufacture of vinegar, or even minute traces of 
_ arsenic may be found, when glucose has been employed as an ingredient 
or source of the vinegar, the arsenic being in this case probably due to 
impure acid used in the manufacture of the glucose. 

Fraudulent Adulteration may consist merely in diluting cider, malt, 
or wine vinegar to 4 per cent acid strength or less without a declaration 
on the label or in substituting distilled vinegar wholly or in part for the 
more expensive kinds. 
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Imitation cider vinegar is ‘frequently made up of spirit vinegar, 
colored with caramel, the solids being reinforced by boiled cider or 
apple jelly, made often out of exhausted apple pomace, left after the 
apple stock has been subjected to one and sometimes two pressings. 
Since sweet cider usually contains over 11% of solids and the ‘stand- 
ard for cider vinegar requires only 1.6%, it is readily seen how a 
given volume of cider may be made to contribute the normal amount 
of solids to at least seven times that volume of an artificial cider 
vinegar containing distilled vinegar as a base. More skilful mixtures 
contain about equal volumes of distilled and cider vinegar with 
sufficient boiled cider and caramel to make up for the deficiency of 
solids and color. To further mislead the analyst soluble mineral matter 
and even glycerin are added. Acetic ether is sometimes used to impart 
flavor. 

The table on p. 806 by Balcom * shows the range in composition of 
authentic vinegars and the influence of dilution with spirit vinegar, 
with and without addition of boiled cider, on the composition. 

Character of the Residue.—The residue of pure cider vinegar should 
be thick, light brown in color, of a viscid or mucilaginous consistency, 
somewhat foamy, having an astringent acid, though pleasant, taste, 
very suggestive of baked apples, which it also resembles in color. The 
residue of malt or beer vinegar is brown and gummy, has a characteristic 
odor and contains a considerable quantity of dextrin. The odor of 
molasses is very apparent in the residue of vinegar from sugar-house 
wastes. If pyroligneous acid or wood vinegar has been introduced, the 
dried residue may have a tarry or smoky taste and smell. 

The residue of cider vinegar is very soluble in alcohol, while that of malt 
vinegar is only slightly soluble. Wine vinegar residues dissolve readily 
in alcohol, except for the granular residue of cream of tartar. If the 
loop of a clean platinum wire be rubbed in the vinegar residue and ignited 
in a colorless Bunsen flame, the color imparted will, if the vinegar has 
been made from pure cider exclusively, consist altogether of the pale- 
lilac color of a potash salt without any of the yellow sodium flame being 
visible. In all vinegars other than of pure cider, the sodium flame will 
predominate, when the residue is burnt as above. Again, the ignited 
residue left in the loop of wire in the case of a pure cider vinegar will 
form a fusible bead, having a strong alkaline reaction upon moistened 


*A,.O. A.C. Proc., 1909. U.S. Dept. of. Agric., Bur. of Chem., Bul. 132, p. 93. 
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COMPARISON OF VINEGARS OF KNOWN CHARACTER WITH COMMERCIAL 


SAMPLES. 
; Ime : Phosphoric Acid > 
- ines SS). (P20s) 8 
& ug @ oo Mgs. per 100 cc. BS 
3 | &8 Fal as ee 
a QD 3A, 6% i Py g 
J Z pee 2 a z ; i 
3 3 8 wo. g ar is, .1 3 x) 8 
See ee |e | Ss [ge | eoeieuel cena ae : 
|| 6 /23|.¢|g3|ga|eela12| 3 
eile eG eel me | Sele ee eee & 
Cider Vinegar..... 
PAN. A.04)| 2.'54| 1.90| 19.01-6.37| 35-7) 18.0] 17.3) 12.0)) 20.2) | ain5 
ee Ma 7.96] 4.52| 2.80] 45.0] 0.52| 56.0] 26.5] 39.0] 32.0] 64.2| —3.6 
Min=..| 3.20] £.37| 1.26) 95.6] 0220) 235) 25.2) 50-7) saa siae 5 ni On2 
Commercial j....| 4-65 2.40] 2752037 2) 0232S 102. 2\6n2 14 \e1On 522.0 | iat 3 
Spirit Vinegar:. ...|' 4.31| ©. 18] 6.16) 11-1] 0,02|) © 1e5| trols or 2| eet 45] in ene 
Mixture sAg tt arae 4.51| 1.27) ©.80|' 37..0|=0. 20] 17,5] 25-0) | 5-5|) 97-4) £2.0| Ons 
ae 3S sree ete A.72) 2. 25i) PeOs| 51520028) 37 -0\) 2007 Oe 7] TOn4 Lola 
Se Glas 4.46] 2.11] 0.91] 56.9] 0.20] 33.0] 31.09] 11.5] 10.8] 22.3}, —1.0 
Molasses Vinegar. .| 4.66] 2.09] 1.73] 17.0] 0.56] 11.1] 32.4] 1.8] 15.2] 17.0 0.0 


* Compilation of 100 analyses. The figures for each constituent represent from 56 to 94 samples. 

+ A mixture of 50 samples. All were passed but some were thought to contain a diluent and a few 
probably had been mixed with boiled cider or a similar material. 

} Equal parts of two preceding samples. 

§ Known mixture of cider and spirit vinegars fortified with boiled cider. 

|| Commercial sample evidently of same general character as preceding. 


test-paper, and effervescing briskly when immersed in acid. The pres- 
ence in vinegar of even a slight trace of added mineral acid will prevent 
the ignited residue from having the alkaline reaction, or effervescing with 
acid.* 

The odor given off in the first stages of burning this residue to an 
ash should be noted. With cider vinegar the apple odor is very marked 
while burning. In vinegar wherein molasses products have been employed, 
the smell of charred sugar is usually apparent, while with glucose vinegar 
the smell of burnt corn predominates. On burning the residue of malt 
vinegar, the odor produced at first is not unlike that of toasted bread. 
At a later stage in the burning the vapors evolved are very pungent. 

Character of the Ash.—The ash of pure cider and malt vinegar is 
quite strongly alkaline, while that of distilled and wood vinegar is only 
sugntly alkaline. In cider and malt vinegar the quantity of phosphoric 
acid present in the ash is considerable, while only traces are present in 
distilled or spirit vinegar. Considerably more than half the phosphoric 


* Davenport, 18th An. Rep., Mass. Board of Health, 1887, p. 159. 
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acid in the ash of cider vinegar is soluble, while no soluble phosphoric 
acid is present in the ash of spirit vinegar. 

The percentage of ash in total solids is of some value in judging the 
purity of cider vinegar. According to Frear,* if the ash of the vinegar 
is less than 10% of the total solids, the vinegar may be suspected of 
having added unfermented material, while a percentage of ash less than 
6 is absolute evidence that the vinegar is not genuine cider vinegar. 

Balcom + finds that the percentage of ash in the non-sugar solids 
is more constant than in the total solids, since the amount of sugar varies 
greatly in pure vinegar. This figure is of service in detecting the presence 
of mineral matter when added in conjunction with boiled cider in such 
amount as not to disturb the normal ratio of ash to total solids. 

The alkalinity of 1 gram of the ash of pure cider vinegar should be 
equivalent to at least 65 cc. of tenth-normal acid. At least 50% of the 
phosphates in the ash should be soluble in water. 

Character of the Sugars.—Browne { found that the rotation of the 
freshly expressed juice of eleven varieties of apple varied from —19.24° 
to —49° Ventzke, in a 4oo-mm. tube. Also that five samples of completely 
fermented cider, examined five or six months after pressing, polarized 
in a 40oo-mm. tube from —1.76° to —5.28°. He found also that 20 grams 
of a pure cider jelly made from concentrated apple juice diluted to 100 
cc., had a left-handed rotation amounting to 21.35° in a 200-mm. tube, 
and finally that four cider vinegar samples of known purity showed readings 
of from —o.96° to —2.94° Ventzke in a 4oo-mm. tube. 

The left-handed rotation of pure cider vinegar is a characteristic so 
- fixed and unalterable that a right-handed polarization of more than 0.5° 
may safely be assumed as evidence of adulteration. The polarization of 
cider vinegar, expressed in terms of 200 mm. of the undiluted sample 
should lie between —o.1° and —4.0° Ventzke. If the direct polarization 
of a sample of vinegar is right-handed, while the invert is left-handed, 
sugar -house wastes or molasses may be suspected as an adulterant. 

If both direct and invert readings are right-handed, commercial 
glucose is undoubtedly present. If the polarization of the vinegar is 
far to the left, boiled cider or apple jelly has probably been used to rein- 
force the solids. 

Frear regards the ratio of reducing sugars after inversion to total 


* Report of Penn. Dept. of Agric., 1898, p. 38. 


{ Loc. cit. 
t Bull. 58, Penn. Dept. of Agric., ““A Chemical Study of the Apple and Its Products,” 
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solids as a useful factor in discriminating between pure cider vinegar 
and the common artificial substitutes in which the solids of distilled vinegar 
are reinforced by apple jelly, or in which glucose or molasses vinegars 
are used. When the reducing sugars after inversion form more than 
25% of the entire solids, the alleged cider vinegar is usually spurious, 
although in exceptional cases it runs up to 45%. In pure cider vinegar 
the per cent of reducing sugar is the same after inversion as before. The 
same is true of glucose vinegar. Vinegar containing added molasses 
or cane sugar will, however, naturally show an increase in reducing sugar 
after inversion. 

A large content of alcohol in cider vinegar, otherwise showing the 
constants of pure vinegar except for the low acidity, would indicate incom- 
plete acetification. A high content of nitrogen is characteristic of malt 
vinegar. ‘ 

The table below gives a summary of analyses of eighty-four samples 
of undoubtedly pure cider vinegar examined at the Food and Drug 
Department of the Massachusetts State Board of Health in 1901.* 


CIDER VINEGAR FOUND PURE. 


Acid Solids Ash. He enn 

(Per ‘Cent), (Per Cent). (Per Cent). Polarization. 
AU patent eis hate aio moaleg.o Mote 6.36 4.00 0.58 —5.4 
IMboch paella nes oom 6.5 0dR10 C004 0 4.50 2.08 0.19 —0.4 
CEN ood Bike ate OO eo ee ees 4.84 2.43 0.38 —2.0 


The table on page 8c9 includes samples of adulterated vinegar, sold for 
cider vinegar, none of which was probably made from cider. It will 
be noticed that in several of the samples the amount of glucose was 
abnormally large, as is shown by the very high right-handed polarization, 
in one case amounting to over 12°. 

Glycerol is absent in distilled vinegar hence a determination of this 
constituent is a valuable means of detecting distilled vinegar in cider vinegar. 
The limits for pure cider vinegar are given on page 791. 

Direct Tests Made on the Vinegar.—Brannt f applies the test of odor 
in vinegar as determining its character, by rinsing out a large beaker 


* 32d An. Rep. (1900), p. 661, Food and Drug Reprint, p. 44; 33d An. Rep. (1901), p. 
467, Food and Drug Reprint, p. 47; 34th An. Rep. (1902), p. 483, Food and Drug Reprint, 
‘Bs its 

t A Practical Treatise on the Manufacture of Vinegar, Phila., 1914, p. 231. 
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VINEGAR NOT THE EXCLUSIVE PRODUCT OF PURE APPLE CIDER. 


re Per Cent Polarization 
pity. Total Solas. aise Ash in Total |. in 200-mm. Lead Acetate. 
Solids. Tube. 

5-90 -40 SO6¢ SodC SP ios! No precipitate 
5-14 36 aaa pi a _O ce (a 
5-12 35a aie edt dic 6 (a3 “ec 
4-83 RPL) 232 8.65 +8.of a i 
4-82 Dorit Sue) 4-80 +9.6f Heavy precipitate* 
4.80 I.97 -20 10.15 + .9 Precipitate 
4-80 1.03 277 14-75 pit sot e 
4-66 2.92 -20 6.49 +2.2 No precipitate 
4-60 2on7 os Sis +2.6 on os 
4-56 2.60 se By, +7.0f 
4-54 LO/ -19 4.78 +5.6 No precipitate 
4-54 3-90 -32 9-72 +5.0 =e sf 
4-54 2.94 -23 7-82 +5-0 aot fet 
4-54) 2270 222 8.52 + .4 Precipitate 
4.50 Rego % ABAG +2.2 No precipitate 
4-50 2.92 +22 7-52 nt vi * 
4-50 2.69 Sere Hee +2.8 & ss 
4-48 3-80 Seine sass +12.0f ve es 
4-46 2.80 See : +2.6 Ss ee 
4-42 2.495 BH ae + 3.2 Slight precipitate 
4-42 2.10 : i eiahs +9.2 Precipitate 
4-40 Py Tit +20 Staats apie ait i 
4-40 -97 St 5205 ae ofl No precipitate 
4-38 29 enka Aeethe JEG ce (a3 
4-32 70 -09 12.86 mise ne Be 
4.08 Beas Siete ane +1.2 Precipitate 
3-98 55 Sooo +1.8 Slight precipitate 


* Cider vinegar to which apple jelly containing glucose had been added for the purpose of increas- 


ing the solids after watering. : 
+ This sample contained a large amount of phosphate, and consequently the test for malates is 


obscured. 
t These samples polarized practically the same after as before inversion, indicating much glucose. 


with the sample, and after allowing it to stand for some hours, examining 
the few drops remaining in the beaker. The acetic acid having for the 
most part become volatilized, the characteristic vinous odor of pure wine 
vinegar would at this stage be very prominent, while that of cider vinegar 
would be entirely different. The odor of the two vinegars is very similar 
in their ordinary state. The peculiar fruity flavor of pure cider vinegar 
is very characteristic and not readily imitated by cheaper substitutes. 
Only a very slight turbidity should be produced in pure cider vinegar 
by the addition of either ammonium oxalate (absence of lime), barium 
chloride (absence of sulphuric acid or sulphate), and nitrate of silver 
(absence of hydrochloric acid or chlorides). 

The character of the precipitate produced by neutral lead acetate 
should be particularly noted. Unless it is flocculent and copious, set- 
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tling out after a few minutes, cider vinegar is not pure, even if a marked 
turbidity is produced. Added apple jelly from exhausted apple pomace 
gives such a turbidity, and is to be suspected when not more than a cloudi- 
ness is produced on addition of the lead acetate reagent. Pure cider 
vinegar usually responds to both the lead acetate and the calcium chloride 
tests for malic acid. Van Slyke,* Browne + and Mestrezat f have shown, 
however, that malic acid decreases during alcoholic fermentation and may 
during the subsequent acetous fermentation disappear largely or entirely. 

Wood Vinegar or Pyroligneous Acid is sometimes rendered apparent 
by the empyreumatic or tarry taste and odor imparted to the product. 
When, however, the added acetic acid has been so purified that the tarry 
taste and odor are lacking, its presence may often be proved by the traces 
of furfurol which always accompany it. 

Test for Furfural.—A little of the vinegar is subjected to distillation, 
and to the first few drops of the distillate is added a little colorless anilin 
solution. A fading crimson color will be produced in presence of furfurol. 
This reaction may sometimes be obtained upon the vinegar itself without 
distillation, if sufficient added wood vinegar be present. 

The first portion of the distillate of wood vinegar reduces permanga- 
nate of potassium to a marked degree. 

The Addition of Spices to vinegar in order to increase the pungency 
is best detected by first neutralizing the vinegar with sodium carbonate 
and then tasting. Under these conditions, the admixture of spices is 
rendered very apparent. 

Detection of Caramel.—Considerable added caramel in vinegar is 
apparent from the unnaturally dark color and extremely bitter taste of 
the residue after evaporation. 

Tests for caramel made on the vinegar residue, if long dried at the 
temperature of the water-bath, are not to be depended on as establishing 
the presence of added caramel, since at that temperature the decomposi- 
tion of the sugar may in any event cause a positive test. 

Caramel is detected by Crampton and Simon’s and Amthor’s tests 
(page 784). A further indication of caramel is the reducing power of the 
water solution of the’precipitate obtained in Amthor’s test. 

Examination for Metallic Impurities.—Lead and Zinc are best looked 
for in the ash of the vinegar in cases where, like cider vinegar, the percent- 


*'N. Y. Agr. Exp. Sta., Bul. 258. 
{ Penn. Dept. of Agric. Rep., 1901, p. 128. 
£ J. Soc. Chem. Ind., 27, 1908, p. 763; 28, 1909, P- 734+ 
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age of extract is high. A large volume of the vinegar is evaporated to 
substantial dryness over the water-bath. This may most readily be 
done in a too-cc. platinum wine-shell, adding the vinegar in successive 
portions. To the residue add a small amount of sodium hydroxide, and 
burn to an ash in a muffle, or over a low flame, using potassium nitrate 
if necessary, a little at a time. Take up the ash in dilute hydrochloric 
acid, and examine for lead and zinc as in the case of canned goods. 

In the case of vinegar low in extract, as in spirit vinegar, the sample 
may be evaporated to dryness, the residue dissolved directly in dilute 
hydrochloric acid without ignition, and the acid solution subjected to 
direct examination for lead and zinc. 

Copper is best determined by Aecesee Ioo cc. of the vinegar 
are evaporated to a volume of about to cc. with a little sulphuric acid, 
filtered into a platinum dish, and subjected to electrolysis, using con- 
veniently the apparatus described on page 634. 

Arsenic.—Boil down a portion of the vinegar, to which concentrated 
nitric acid has been added, to a small volume, then add a few cubic centi- 
meters of concentrated sulphuric acid, and continue the heating till fumes 
of sulphuric acid show the nitric to have been driven off. Cool, dilute 
with water, and test in the Marsh apparatus. 


CHAPTER XVII. 
ARTIFICIAL FOOD COLORS. 


THE use of artificial dyestuffs in food products has greatly increased 
during recent years, both in degree and in variety of colors employed. 
Where formerly but a few well-known coloring matters, chiefly so-called 
vegetable colors and occasionally mineral pigments were used for this 
purpose, a vast array of dyes, chosen largely from the coai-tar colors, 
are now found in food, so that at present the exact identification of the 
particular dyestuff cmployed oftentimes presents a somewhat formidable 
problem to the analyst. The problem may consist in determining the 
class to which a commercial food color or combination of colors belongs, 
or it may consist in isolating the color itself, and afterwards identifying 
it as far as possible, for the purpose of determining whether or not it is 
harmless within the meaning of the law. 

The effect of imparting to the cheaper varieties of jellies, jams, and 
ketchups which flood the market such intense and striking colors that 
these products in no wise resemble their pure uncolored prototypes, has 
a tendency in many cases to mislead the public into the idea that the 
genuine products are inferior by contrast, and to create a craving for 
unnaturally colored varieties. Indeed, the adherents to the free use of 
coloring matters in food assert that these brilliant hues please the eye and 
are hence legitimate. 

Objectionable Features.—With the exception of confectionery and 
certain dessert preparations, in which dyes may be employed purely for 
esthetic considerations only (a fact which is well understood by the 
consumer), the use of coloring matters in food is mainly for the purpose 
of deceiving as to their true character. The use of dyestuffs in food 
is objectionable on two accounts, first as introducing in some cases 
materials injurious to health, and second, in nearly all cases as deceiv- 


ing the purchaser by concealing inferiority, or by making the goods 
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appear of greater value than they really are. In most states the food 
laws regarding employment of colors are so framed, that the presence 
of such colors constitutes an offense under one or the other of the above 
heads, mainly, however, because, by reason of their use, cheaper or 
inferior materials are made to masquerade for the higher or genuine 
grades, as, for instance, when alleged currant jelly is found to consist 
chiefly of apple-stock and commercial glucose, colored with an artificial 
red dye. 

In such cases the analyst has merely to prove conclusively that an 
artificial color is present, even if he does not identify the dye itself. It 
is of course more satisfactory to at least show in addition whether the 
dye present is of vegetable origin, or is of the coal-tar variety, and in most 
cases this can readily be done, even if it is not easy to identify the exact 
color. 

In localities where laws prevail stipulating that what are commonly 
known as “mixtures” or “compounds” to be legally sold, must be 
labeled with the names and percentages of ingredients, the law applies to 
coloring matters as well as other ingredients, and it may even be ruled in a 
strict interpretation of the law that the exact dye or dyes employed should 
appear on the label. 

Toxic Effects of Colors.—Formerly the use of such pigments as 
chromate of lead was common in coloring confectionery, but lead 
chromate is rarely used at present. Other mineral pigments obviously 
unfit for use in food by reason of their well-known poisonous effects are 
those which contain salts of arsenic, mercury, lead, and copper. While 
most of the coal-tar colors are considered harmless in themselves, some 
are decidedly objectionable, and should not be used in foods. Under 
the latter class are included, first, those in connection with the manu- 
facture of which arsenic, mercury, or other poisonous mineral ingredients 
have been used, such for example as arsenical fuchsin, and, second, those 
which are themselves inherently poisonous, as for instance picric acid. 
Fuchsin is now largely made without the aid of arsenic acid, and this 
variety is, perhaps, harmless. The toxic effects of many of the coal-tar 
colors have not been thoroughly established excepting in a negative way. 
Weyl has made many experiments on dogs and rabbits in which these 
animals have been fed with varying amounts of coloring material. In 
nearly all cases the doses far exceeded the amounts ordinarily taken in 
food, and the experiments are of value mainly in so far as they show 
harmless results of certain colors on the animal. It is to be regretted 
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that physiological experiments cannot more readily be tried on human 
beings, so as to study the effects of administering to them such amounts 
as are used in food. 

More conclusive results (though still of a negative character) tending 
to establish the harmlessness of most of the coal-tar colors are given by 
Grandhomme * in statistics showing the condition of health of laborers 
in factories where these dyestuffs are made, in comparison with those 
engaged in other industries where poisonous materials are handled. 
From these it appears that the proportion of illness among the anilin- 
makers is remarkably small. 

In the case of coloring confectionery by the use of mineral pigments, 
a considerable amount of the coloring material must be used, forming 
without doubt a source of danger in some cases. With coal-tar dyes, on 
the contrary, the case is different. One ounce of auramine, for instance, 
has been found sufficient to give a deep-yellow color to 2,000 pounds 
of confectionery, so that almost an infinitesimal amount of the actual 
dyestuff is taken into the system. Hence it is that very little danger 
need be apprehended from the use of most coal-tar colors in food, objec- 
tionable as they certainly are as a commercial fraud. 

Injurious and Non-injurious Colors.— Various countries have enacted 
specific laws regulating the use of coloring matters in foods, especially 
England, France, Germany, Austria, and Italy. In some cases attempts 
have been made to specify harmful and harmless colors. The National 
Confectioners’ Association of the United States has compiled a useful 
classified list of injurious and harmless colors,f the classification being 
based largely on the results of experiments by Weyl and others, as well 
as on the Resolutions of the Association of Swiss Chemists, and on the 
French Ordinances regarding food colors. Eight years after the publica- 
tion of this list Hesse { found that thirteen of the twenty-one organic 
dyes listed as harmful were on sale for coloring foods. The list is as follows, 
the names of the individual coal-tar dyes being those in Mathewson’s 


* Weyl, Sanitary Relations of the Coal-tar Colors, pp. 28-30. 

{ Colors in Confectionery. An Official Circular from the Executive Committee of the 
National Confectioners’ Association of the U. S., 1899. 

{ Coal-tar colors used in food products, Washington, 1912. 
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table, (pages 868 and 875) and not in all cases the synonyms given the 
first place in the original list, and the numbers, those assigned in 
Green’s English edition of Schultz and Julius’ tables.* 

Harmful Mineral Colors.—Compounds of mercury, lead, copper, arsenic, 
antimony, tin, zinc, chromium, and barium, and preparations containing 
them. 

Harmful Organic Colors.—Red: Biebrich Scarlet (163), Crocein 
Scarlet (160), New Coccin (106), Crocein Scarlet 8B (169), Crocein 
Scarlet O extra (164), Saffranin (584). Yellow: Gum Gutta, Picric 
Acid (z), Martius Yellow (3), Resorcin Yellow (84), Victoria Yellow 
(2), Orange II (86), Metanil Yellow (95), Sudan I (11), Orange IV (88). 
Green: Naphthol Green B (398). Blue: Methylene Blue (650). Brown: 
Bismarck Brown (197), Bismarck Brown R (201), Fast Brown G (138), 
Chrysoidin (17, 18). 

Harmless Mineral Colors.—Green: Ultramarine Green. Blue: Ultra- 
marine Blue. Violet: Ultramarine Violet. Brown: Manganese Brown, 
Chocolate Brown and similar colors having as their basis natural or pre- 
cipitated iron oxide free from arsenic. 

Harmless Organic Colors.—Ked: Cochineal Carmine, Carthamic Acid 
(from saffron), Redwood, Artificial Alizarin and Purpurin (534-537), 
Cherry and Beet Juices, Eosin (512), Erythrosin B (517), Rose Bengal 
(520), Phloxin (521), Ponceau 2 R (55), Ponceau R (55), Bordeaux B 
(65), Cerasin, Ponceau 2 G (15), Acid Magenta (462), Archil Substitute 
(28), Orange I (85), Congo Red (240), Azorubin S$ (103), Amaranth 
(107), Fast Red E (105), Crocein Orange (13) Fuchsin (448). Yellow and 
Orange: Annatto, Saffron, Safflower, Turmeric, Naphthol Yellow 5 (4), 
Brilliant Yellow (5), Crocein Orange (13), Acid Yellow G (8), Acid Yellow 
R (9), Azarin S (70), Orange I (85), Orange GT (43), mixtures of harmless 
red and yellow colors. Green: Spinach Green, Chinese Green, Malachite 
Green (427), Dinitrosoresorcin (394), mixtures of harmless blue and 
yellow colors. Blue: Indigo (689), Litmus, Archil Blue, Gentian Blue 6B 
(437), Coupier’s Blue (600), in general such blues as are derived from 
triphenylrosanilin or from diphenylamin. Vzolet: Methyl Violet (451), 
Wool Black (166), Naphthol Black B (188), Azoblue (287), Mauvein (593), 
Brown: Caramel, Licorice, Chrysamin R (269). 


* A Systematic Survey of the Organic Coloring Matters, founded on the Gérman of 
Schultz and Julius. London, 1908. 
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MINERAL COLORS. 


It is impracticable to name all the mineral colors that might be added 
to food, as the list would include all known pigments. Even a list of the 
colors reported in the literature of the past generation as having been 
detected in foods would be of little value owing to changing conditions. 
Fortunately only a few comparatively harmless pigments, such as Prussian 
blue, ultramarine, and iron oxide, are now used to any considerable 
extent and these only in special classes of products. 

The coloring of meat products and saccharine foods with pigments is taken 
up in Chapters VIII and XIV respectively, the facing of tea and coffee, in 
Chapter, XI, and the greening of fruits and vegetables, in Chapter XXI. 

DETECTION OF MINERAL COLORS.—Still more impracticable than to 
list the possible colors is to give adequate descriptions of methods for their 
detection and for the determination of the elements contained in them, as 
this would cover a wide field in qualitative and quantitative analysis. 

In general it may be stated that the pigments appear as colored particles 
under the microscope and the chief elements occur in the ash prepared with 
special precautions. The pigments may be extracted from some foods by 
acids, alkali solutions, or other solvents, either directly or after evaporation. 

Microscopic examination and microchemical tests of the sediment, 
obtained by shaking or dissolving the sample with water, are useful in the 
case of tea, coffee, sugar, confectionery, etc. Particles of the pigments . 
making up the facing of tea may be found by examining the siftings from 
the sample under a lens. 

Special methods for the detection of mineral colors are given in the 
chapters above mentioned; the following tests are for a few colors of 
common occurrence: 

Prussian Blue.—This pigment is insoluble in water. It is decom- 
posed and decolorized by treatment with potassium hydroxide. If the 
at pee asec of the coloring matter be treated with hydro- 
chloric acid and ferric chloride, a precipitate of th igi i 
blue will be produced. ee ys al 
_ Ultramarine Blue is decolorized by hydrochloric acid with evolution 
of hydrogen sulphide, which blackens filter-paper moistened with lead 
acetate. ‘Tests for the detection of both ultramarine and Prussian blue 
in tea are described on page 388 and in sugar on page 613. 

Chromate of Lead has never been used to any extent in food products 
with the exception of confectionery. For its detection, see page 678. 
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LAKES. 


Coal-tar Lakes.—Berry * has compiled lists of the coal-tar colors 
combined to form lakes, the mineral and organic substances used in their 
preparation, and the substances mixed with them to modify their color 
or properties. Over fifty dyes are listed but of these few are now used. 
Lakes of acid dyes are prepared chiefly with barium chloride, lead nitrate, 
lead acetate, zinc sulphate, aluminum sulphate, aluminum acetate, 
alums, tin chloride, antimony chloride, tartar emetic, double fluorides of 
antimony and sodium or potassium, calcium nitrate, and calcium acetate; 
those of basic dyes, with tannic acid, sodium phosphate, sodium arsenite, 
stannic and stannous acids and salts, antimony acids, resinic and various 
fatty acids. The principal materials used to modify the colors are barium 
sulphate, kaolin, calcium sulphate, infusorial earth, red lead, zinc oxide, 
lead sulphate, aluminum hydroxide, aluminum arsenite, barium phosphate, 
lead carbonate, calcium phosphate, lampblack and green earth. 

Lakes of Vegetable and Animal Dyes.—The list given by Berry includes 
alum, ammonia, soda, and lime lakes of the following colors: buckthorn, 
Persian berries, yellow berries, quercitron, weld, gamboge, young and 
old fustic, barberry, annatto, turmeric, saffron, safflower, Indian yellow, 
Chinese yellow, cochineal (carmine), lac, dyewoods, indigo sulphonic acid, 
chlorophyl, lokao, and unripe Persian berries. 

Alum lakes, particularly of cochineal, appear to be most used. 

DETECTION OF LAKES.—Like inorganic pigments lakes are insoluble 
in water and therefore under the microscope appear as colored particles. 
The inorganic portion of a lake is tested for in the ash or charred mass, 
the organic portion whether of coal-tar, vegetable, or animal origin, by 
the usual tests after liberation by acid or alkali, according as the original 
color was acid or basic, and separation by dyeing or by immiscible solvents 
as described in subsequent sections. 


VEGETABLE AND ANIMAL COLORS. 


These with a few mineral pigments were formerly almost exclusively 
used for coloring food products, and are still used to some extent. 


* Coloring Matters for Foodstuffs and Methods for their Detection, U.S. Dept. of Agric., 
Bur. of Chem., Circ. 25, p. 7. Jennison, Manufacture of Lake Pigments, 1900. 
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DETECTION OF VEGETABLE AND ANIMAL COLORS.—Most of the 
soluble red colors of fruits and vegetables, according to L. Robin,* 
react with ammonia to form a coloration, usually passing from violet to 
blue, then to a brownish green, when the ammonia is added little by little 
in excess to the color in solution while the yellow colors of such fruits as 
apples, peaches, plums, quinces, and apricots, according to Martin- 
Claude,t change to brown with ammonia. 

Dyeing Tests and Reactions on the Fiber.—The natural colors of fruits 
and vegetables in an acid bath (page 841) impart scarcely any color to 
unmordanted wool or silk even by single dyeing. Most of the commercial 
vegetable dye stuffs also do not dye wool without a mordant, at least by 
the double dyeing method, while a few, notably the lichen colors (archil, 
cudbear, and litmus) impart a decided color although by no means of such 
a brilliant hue as many of the coal-tar dyes. Many of these colors dye 
cotton, previously mordanted by boiling in a solution of aluminum acetate 
or potassium bichromate, in a bath acidified with acetic acid. 

Mathewson gives the reactions on the fiber of cochineal (page 855), azo- 
litmin, the dyeing principle of litmus (page 855), and curcumin, the dyeing 
principle of turmeric (page 856). The reactions obtained by Loomis { with 
twenty-one natural dyes fixed on wool or cotton appear in the table on page 
819. In mordanting the fiber Loomis employs the following methods: 

Alum Mordanting.—Dissolve 1 gram of crystallized aluminum sulphate 
and 1.2 grams of cream of tartar in Soo cc. of water. Stir 10 grams of 
fat-free wool in the solution for one hour, let stand two to three hours, wring, 
and dry at room temperature. 

Tin Mordanting.—Dissolve 0.8 gram of tin crystals and 0.4 gram of 
oxalic acid in 500 cc. of water. Boil 10 grams of fat-free wool one and one- 
half hours in this solution. 

Chrom Mordanting.—Heat to boiling 500 cc. of water containing 10 
grams of fat-free wool, then add o.2 gram potassium bichromate 0.35 gram 
of cream of tartar, and o.1 cc. of concentrated sulphuric acid, and boil one 
and one-half hours. Dry at low temperature and keep from light. 

Extraction by Immiscible Solvent from Various Solutions—Mathew- . 
son, in connection with the table on page 868, makes the following state- 
ments: 


i 


* Girard et Dupre, Analyse des Matiéres Alimentaires, Paris, 1894, pp. 678, 679. 
¢ Jour. pharm. chim., 13, 1901, p. 174. 


} U.S. Dept. of Agric., Bur. of Chem., Circ. 63, pp. 47 and 48. 
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Colors of fustic, quercitron, Persian berries after hydrolysis, and alkanet 
are extracted in large part by amyl alcohol and amyl alcohol-gasoline 
(x : 1) from N/64 acetic acid or N/64 to N hydrochloric acid, also by ether 
from N/64 hydrochloric acid, but not by amyl alcohol-gasoline or ether 
from N/64 sodium hydroxide solution. Annatto, not alkali treated, 
behaves similarly but is extracted in large part by amyl alcohol-gasoline 
from N/64 sodium hydroxide. 

Colors of barwood, camwood and sandalwood resemble Nos. 483 and 

510 in behavior, but are less soluble in aqueous solvents. They are ex- 
tracted almost completely by amyl] alcohol from salt solution and by amyl 
alcohol, amyl alcohol-gasoline, and ether from N/64 hydrochloric acid. 
They are not extracted by amy] alcohol-gasoline or ether from N/64 sodium 
hydroxide. Ether extracts the chief part from N but not from 4N hydro- 
chloric acid. The color of Brazil wood is similar but more soluble in 
aqueous solvents. That of logwood is also similar but still more soluble. 
It is nearly all extracted by amyl alcohol from salt solution or N/64 
hydrochloric acid, and the larger part by amyl alcohol-gasoline from 
N/64 hydrochloric ‘acid. Only the smaller part is extracted by ether 
from N/64 and very little from 4N hydrochloric acid. A very small 
- part is extracted by ether or amyl alcohol-gasoline from N/64 sodium 
hydroxide. The colors of archil, saffron, and cochineal also are easily 
extracted by amyl alcohol from slightly acid solutions but only in small 
amount by ether. 

The colors of leaves, egg yolk, fats and oils, carrots, and tomatoes, 
all similar or identical, are taken up by ether from neutral solutions and 
removed from this solvent by dilute alkali. 

Reactions in Aqueous Solution and with Sulphuric Acid.—The table 
by Loomis * on pages 822 and 823 gives the colors of a 0.1% solution of 
natural dyes as observed in a 3-inch test-tube, the reactions of 10 cc. of the 
solution with 5 to 10 drops each of hydrochloric acid (sp.gr. 1.1), of 10% 
sodium hydroxide solution, and of ammonia water (sp.gr. 0.95), the reac- 
tions of 5 cc. of the solution with 0.2 gram of zinc dust and ro drops of 
concentrated hydrochloric acid; also the colors obtained by shaking 0.05 
gram of the dry color with 5 cc. of concentrated sulphuric acid and after 
dilution (cautiously with the first 20 cc.) until the change of color is merely 
in intensity. 


rr eee 


*Loc. cit., pp. 59-61. 
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SPECIAL TESTS FOR VEGETABLE COLORS.—Archil, Cudbear, and 
Litmus, all derived from lichens, by the double dyeing method dye wool 
red in acid bath.* The colored fiber is turned blue, purple, or violet by 
treatment with ammonia. For other reactions on the fiber see tables, 
pages 819 and 835. 

Robin’s Test for Archil in aqueous solution consists in shaking it with 
ether, which, if archil is present, is colored yellow. On treatment of the 
ether with ammonia, the yellow color is changed to blue, and, by adding 
acetic acid, goes over to a reddish violet. Other reactions of lichen colors 
are given on pages 820 and 822. 

Logwood, according to Robin, in aqueous solution colors ether yellow, . 
and on treating the ether with ammonia the color becomes red or faintly 
violet. Potassium bichromate gives a violet coloration, mingled with 
greenish yellow. If cotton is first mordanted by boiling with aluminum 
acetate, it is dyed violet when boiled in a solution of logwood. Reactions 
of chrom mordanted cotton dyed with logwood are given on page 819 and 
of the solution of the dye on page 822. 

Turmeric is best extracted from a dry residue with alcohol, which it 
colors yellow. ‘The color is transferred to a piece of filter-paper by soak- 
ing the paper in the alcoholic tincture, the paper is dried and dipped 
in a dilute solution of boric acid or borax slightly acidulated with hydro- 
chloric acid. On again drying the paper, it will be of a cherry-red color 
if turmeric is present, and when touched with a drop of dilute alkali will 
turn dark olive. For solubilities of curcumin, the coloring principle of 
turmeric, see page 872, and for reactions on the fiber see page 856. 

Caramel.—Care should be taken in testing for caramel not to subject 
the sample to long-continued heating, even on the water-bath. Indeed, 
caramel is sometimes developed spontaneously in saccharine food prod- 
ucts during their process of manufacture when heat is used, by the charring 
of the sugar. If solutions are to be concentrated or brought to dryness 
before testing for caramel, this should be done in a vacuum desiccator 
over sulphuric acid, or at a temperature not exceeding 70°. For detection 
of caramel in milk, vinegar, and liquors, special tests are given elsewhere. 

Fradiss Test.;—Extract the dried residue of the sample to be tested 
with warm, pure methyl alcohol, which, if caramel be present, is colored 
brown. Filter, and to the filtrate add amyl alcohol or chloroform. In 


* Tolman, Jour. Amer. Chem. Soc., 27, 1905, p. 213. 
+ Oestr. ungar. Zeits. Zuker Ind., 1899, 28, 229-231; Abs. Zeits. Unters. Nahr. 
Genussm., 2, 1899, p. 881. j 
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presence of caramel, a brown flocculent precipitate is formed, which slowly 
settles to the bottom of the tube. 

Amthor Test.*—Mix in a cylinder 10 cc. of the solution, 30 to 50 cc. of 
paraldehyde, and stifficient absolute alcohol to make the liquids miscible. 
After the brown caramel precipitate has settled decant off the liquid, wash 
with absolute alcohol, dissolve in a few cc. of hot water, and filter. Note 
the intensity of the color of the solution, then pour into a freshly prepared 
solution of two parts of phenylhydrazine hydrochloride, 3 parts of sodium 
acetate and 20 parts of water. A considerable amount of caramel will 
give a precipitate in the cold. Heating hastens the separation and long 
standing is essential if the amount is small. 

Lasché’s modification of this test is described on page 784. 

Indigo, both natural and synthetic, is insoluble in alcohol and in water 
and therefore suited only for solid foods. It has been used for coloring 
confectionery and facing tea. With concentrated sulphuric acid the 
dry material becomes yellowish changing slowly to blue-green. 

Sulphonated Indigo, also known as indigo carmine, indigo extract, 
indigotine, and indigo disulpho acid, being soluble in both alcohol and in 
water and allowed under federal ruling, is the basis of most blue food 
colors and also mixed with red and with yellow dyes of violet and green 
shades respectively. Its reactions in solution and on the fiber are given 
on pages 868 and 854. 

Cochineal.—This animal dyestuff is used in ketchups, cordials, con- 
fections, and other food products. 

Robin Test.—Acidulate the aqueous solution with fydrociior: acid, and 
shake out in a separatory funnel with amyl alcohol. Cochineal imparts to 
this solvent a yellowish color, the depth depending on the amount present. 
Wash the separated amyl alcohol with water till neutral, and divide into 
two portions. To one of these add a little water, and then drop by drop 
a solution of uranium acetate, shaking each time a drop is added. In 
presence of cochineal the water is colored a very characteristic emerald- 
green color. To the other portion add ammonia. If cochineal has been 
used, a violet coloration is produced. 


COAL-TAR COLORS. 


So many of the coal-tar dyes can be used in food products that it would 
be impossible to even name them all, especially in view of the fact that 
a eee 

* Zeits. Anal. Chem., 24, 1885, p. 30. 
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new colors are from time to time being added to the list. No attempt 
will be made in the present work to give the nature and composition of 
the dyes named, as such descriptions would lead beyond its scope. For 
detailed information along this line the reader is directed to the works 
of Schultz and Julius, Green, Mulliken, etc. 

Green’s list compiled in 1903 includes 688 coal-tar colors but does not 
claim to be complete. Mulliken described 1475 dyes found on the American 
market in 1909. Although some natural dyes and possibly a few mixtures 
are included the total of these is more than offset by definite individuals 
of coal-tar origin which are not enumerated because obsolete or for other 
reasons not available or have been discovered since the date of publication. 

Various classifications of these colors are attempted, based on (1), their 
origin, as anilin dyes, naphthalin dyes, anthracene dyes, etc.; (2) their 
chemical composition, as nitro, nitroso, azo, diazo, azin, and other com- 
pounds; (3), their solubility in water and other solvents; and (4), their 
mode of application to the fiber, as basic dyes, acid dyes, direct cotton dyes, 
mordant dyes, etc. 

These dyes are sold in the form of powder, and are readily made 
into solutions for food colors in the case of the water-soluble varieties, 
and into pastes in the case of the insoluble forms. Most of the coal-tar 
colors employed in foods are naturally of the soluble variety, especially 
such as are found in jellies, jams, fruit products, canned foods, ketchups, 
beverages, and milk. Pastes made from insoluble dyes are adapted 
mainly for exterior coatings of hard substances such as candies. Colors 
in the dry form are to be looked for in such spices as cayenne, mustard, 
and mace, but a commoner method of coloring these spices high in oil 
is to mix with them a solution of the color in oil (usually cottonseed). 
Oil solutions of coal-tar dyes are also employed for coloring butter and 
oleomargarine. 

The chief concern of the food analyst, as regards artificial color is 
its recognition in food products. Coal-tar dyes may usually be iden- 
tified as such, but it is not always possible to name the particular individ- 
ual dye or combination of dyes employed, even though the class to which 
they belong may be determined. One reason for this is that not infre- © 
quently mixtures of two or more colors are employed. 

Coal-tar Colors Allowed under the Federal Law.*—The use of any 
dye, harmless or otherwise, to color food in a manner whereby damage 


* Food Inspection Decisions, Nos. 76, 77, 106, 117, 129, and 164. 
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or inferiority is concealed is in violation of Sec. 7 of the Food and Drugs 
Act of June 30, 1906. The addition of all mineral or metallic dyes, and 
all coal-tar dyes, other than those specially provided for, is also prohibited. 
Pending further investigation the following coal-tar colors are permitted 
in foods, provided they are certified to be true to name and to be free from 
mineral and metallic poisons, harmful organic constituents, and contamina- 
tions due to improper or incomplete manufacture: * 

Red Shades.—107. Amaranth [M.] [C.]. Synonyms: Fast red D [B.] 
Bordeaux S [A.], azoacidrubine 2B [D.], fast red EB [B.]. 

56. Ponceau 3R [A.] [B[ [M.]. Synonyms: Ponceau 4R [A.], 
cumidin red, cumidin ponceau. 

s17. Erythrosin [B.] [M.] [B.S.S.]. Synonyms: Erythrosin D [C.], 
erythrosin B [A.], pyrosin B [Mo.], iodeosin _B, eosin bluish, eosin 
J [B11]. 

Orange Shade-—85. Orange I. Synonyms: Alphanaphthol orange, 
naphthol orange [A.], tropeolin ooo No. 1, orange B [L.]. 

Yellow Shades.—4. Naphthol yellow S [B.]. Synonyms: Naphthol 
yellow, acid yellow S, citronin A (L.). - 

94. Tartrazin [B.] [J.] [H.]. Synonym: Hydrazin yellow [O.]. 

Green Shade.—435. Light green SF yellowish [B.]. Synonyms: 
Acid green [By.] [M.] [TM] [O.], acid green extra conc. [C\]. 

Blue Shade.—692. Indigo disulphoacid. Synonyms: Indigo car- 
mine, indigo extract, indigotine [B.], sulphonated indigo. 

None of these colors is patented, hence their manufacture is not likely 
to become a monopoly. They may be used in combinations, thus secur- 
ing any desired shade. For example, violet may be obtained by mixing 
indigo disulphoacid and one of the red colors, a blue-green by mixing 
indigo-disulphoacid with naphthol yellow S or light-green SF and 
so on. 

EXAMINATION OF COAL-TAR FOOD COLORS.—The testing of synthetic 
colors designed for foods differs from the task confronted in the dyeing 
industry in that the number of dyes is more limited and the presence of 
injurious substances, especially metallic by-products, is of paramount 
importance. A knowledge of the probable and possible dyes is naturally 
a great aid in examining samples; with this information the various analyti- 


*The numbers preceding the dyes are those given by Green; the letters in brackets 
represent the manufacturers who originated the names, 
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cal schemes and tables covering the whole field can be used to best advan- 
tage. These same data are also of value in detecting colors in foods, and 
on the other hand, the tables of solubilities and reactions, as well as general 
methods, designed especially for the examination of foods for foreign 
colors, apply also to the food colors themselves. 

Analytical Schemes.—Witt,* the pioneer in the identification of dyes, 
devised a scheme employing the reactions and color tests with acids, 
alkalies, and other reagents, reduction with zinc dust and subsequent 
oxidation by exposure to air, as well as dyeing tests, and spectroscopic 
examination. As a means of learning whether or not a dye was a 
mixture, he devised the very useful test of dusting the powder over con- 
centrated sulphuric acid, noting the color as the individual particles dis- 
solved. 

Weingartner ¢ revised Witt’s scheme, adding new dyes and employing 
tannin solution to differentiate acid and basic colors. In testing for mixtures 
he sprinkled the powder over a filter paper moistened with water. 

Green { introduced chromic acid as an oxidizing agent, following 
reduction with zinc dust, but later, with his associates Yoeman and Jones, § 
rejected both reagents in favor of sodium hydrosulphite (‘“‘'T blankite ’’) 
and potassium persulphates, both of which are colorless. 

Rota in his scheme (pages 827 to 832) departs quite radically from 
class reactions developed by Witt and others of his school. 

Of special value are the tables of Green || (based on Schultz and Julius), 
and Mulliken.§ The latter has the advantage of being more recent, more 
distinctly analytical, and broader in its application owing to the greater 
number of dyes included and the wider variety of tests (including spectro- 
scopic) employed. 

Rota’s Analytical Scheme ** is based on the structure of the dyes 
as shown by their reactions with certain reagents. The colors are divided 
into two main groups, according to whether or not they are reducible by 
stannous chloride. These two groups are each further subdivided into 


* Zeits. anal. Chem., 26, 1887, p. 100. 

{ Ibid., 27, 1888, p. 232. 

t Jour. Soc. Chem. Ind., 12, 1893, p. 3. 

§ Jour. Soc. Dyers, Colorists, 9, 1905, p. 236. 

| A Systematic Survey of the Organic Coloring Matters, London, 1904. 
{ Identification of Pure Organic Compounds, Vol. VI, New York, 1917. 
** Chem. Ztg., 22, 1898, p. 437. 
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two classes, the reducible colors being classed according to whether the 
color remains unchanged, or is restored by treatment with ferric chloride, 
and the non-reducible colors according to their action with potassium 
hydroxide. 

The tests are carried out on a dilute aqueous or alcoholic solution 
of the coloring matter, the strength being about 1 in 10,000. Treat 
about 5 cc. of this solution with 4 or 5 drops of concentrated hydrochloric 
acid and about as much 10% stannous chloride solution, shake the mix- 
ture, and heat if necessary to boiling. With some colors the process of 
decolorization is a slow one, especially if the solution is too concentrated, 
and it is well to repeat the experiment, if in doubt, diluting the original 
sample still further with water. Tin in solution in concentrated hydro- 
chloric acid may be employed instead of stannous chloride, if desired. 

Here, as in all cases of color testing, it is well to make comparative 
tests with known colors. 


CLASSIFICATION OF ORGANIC COLORING MATTERS. 


[A portion of the aqueous or alcoholic solution is treated with HCl and SnCl,.] 


Complete decolorization. Reducible coloring 
matters. Colorless solution is treated with 
Fe,Cl,, or shaken with exposure to air. 


The color changed no further than with HCl 
alone. Nonreducible colors. A part of 
original solution is mixed with 20% KOH 
and warmed. 


The liquid remains 
unchanged. Color- 
ing matters not re- 
oxidizable. 


Crass I. 


Nitro, nitroso, and azo 
colors, including 
oxyazo and hydrazo 
colors. 

Picric acid, naphthol 
yellow, ponceau, 
Bordeaux, and 
Congo red. 


The original color re- 
stored. Reoxidiz- 
able coloring mat- 
ters, 


Crass IL 


Indogenide and imido- 
quinone _ coloring 
matters, methylene 
blue, safranin, in- 
digo carmine. 


Decolorization, or a 
precipitate. Imido- 
carbo-quinone color- 
ing matters. 


Crass III. 


Amido-derivatives of 
di and _ triphenyl 
methane, aura- 
mins, acridins, 
quinolins, and 
color derivatives of 
thio benzenil. 

Fuchsin, rosanilin, 
auramin. 


No precipitation. 
Liquid becomes 
more colored. Oxy- 
carbo-quinone col- 
oring matters. 


Crass IV. 


Nonamide diphenyl 
methane, oxy-ke- 
tone, and most of 
natural organic col- 
oring matters. 

Eosins, aurin, 
arin. 
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Separation and Identification of Allowed Colors.—Price * devised 
a method for the identification of the seven colors allowed under Food 
Inspection Decision 76, 1907. ‘The addition of tartrazin to the list neces- 
sitated a modification of the method. 

Price-Estes Method.{—The scheme is given on page 834. 

Price-Ingersoll Method.{—Ingersoll states with regard to the Price- 
Estes method that when small amounts of the dye are taken out of the 
original mixture on extraction with the ammonium sulphate reagent the 
separation is difficult or impossible, furthermore, that while some tartrazin, 
like naphthol yellow S, is soluble in that reagent, the larger part is not, 
following Price’s directions. He accordingly ‘proposed the following 
modification of the Price method: 

Rub from o.1 too.2 gram of the dye sample, depending upon the amount 
of foreign salts in the mixture, with 25 cc. of saturated ammonium sulphate 
solution in a mortar and filter through a dry filter. If the filtrate comes 
through red, wash the color residue in the mortar and on the filter with 
successive Io to 15 cc. portions of the ammonium sulphate solution until 
the washings are no longer colored red. The filtrate and washings contain 
the greater part of the amaranth together with some naphthol yellow S 
and also some tartrazin. Combine the filtrate and washings and shake 
with successive portions of acetic ether until the acetic ether is no longer 
colored yellow. The acetic ether removes that portion of the naphthol 
yellow S which was dissolved by the ammonium sulphate solution and may 
be discarded, since the greater part of this dye is recovered later in the 
scheme. Shake the ammonium sulphate solution containing amaranth 
and some tartrazin with acetone to remove these colors; discard the ammo- 
nium sulphate solution, dilute the acetone portion with an equal volume 
of water, and drive off the acetone on a steam bath. Saturate with sodium 
chloride, add ro cc. of alumina cream, agitate, warm, settle, filter, and wash 
with warm saturated sodium chloride solution until the washings are no 
longer colored yellow. To recover the amaranth, suspend the alumina 
cream precipitate in saturated ammonium sulphate solution and shake 
with acetone. | 

The filtrate contains tartrazin and is to be discarded, or, when dealing 
with small amounts, if desired, can be saved and the tartrazin identified 
with the greater portion of this color separated further in the scheme. 


* U.S. Dept. of Agric., Bur. of Anim. Ind., Circ. 180, 1911. 
t Jour. Ind. Eng. Chem., 8, 1916, p. 1123. 
t Ibid., 9, 1917, p. 955. 


‘OF *9'9 OOS pus (VZI'I +13'ds) 
“9°9 O§Z 0} SINTIP “[OH ‘ouoo oo Szr ut ‘wort Wor} VAT} ‘uly pezyetnueis jo sureid o£ eAzossiq + 


IOH ‘90 oSz yyM oyNTI ‘soysoqse YBnosy} J9yTy pue 
‘gsn 07 snotAeid pozeyise oq pue sjeysAio paajossipun ureyuoo 


‘ 


skemye pnoys woljnjos oyL ‘ainzeradursy WOOL 04 BuT[009 pue sinoy [eloAes Joy YJEq UTE}S B UO JoywA UT q]Jes OY} JO SSE0XS ue Zuryeyse Aq poredalg | 


ne ee 


*pro : *YSTLMO]IO : . : ‘ 
Y f nvsou0g ae Greta ener I o3uvIOQ é eacsiey shee g MoTPeA fouIUdEN uIsolyyAIG yyuereMy UIZeIYIET, 
‘yo ue 
-AlIp wey} St fH{N jo *yguoseid *g MOTTA A TOUITIEN 
ech onl "HO'HN ae poy  oydinsiq Io} worjnjos JeyeM 
AjO 
ATP et JOSST jOStpUy Ft TOJOo entq peyrproe 9y} 480} -gu04a08 *9u04008 


*IO]OO ON{q UOT} 9e1j 
[jun uorynjos 7OeO 


dsep we 9Als pynoys 
Gory “2O7H %E YUM 


wey} pue ‘yuesoid 
I osuviQ jo seoes} 


ay} Yo a3e10deAa 
pee Oe ae 


ayy Yo oyerodeaa 
pue O'H yy 


FOOD INSPECTION AND ANALYSIS 


834 


U}IM poysem SI4] “Y|pezeer} St 4] “Ply Aue soaoulel GoTyM : 
€ nevoouog surejzuoo|oydinsiq o3tpuy Joyoo,e jAwe BOH]OS soyeoe|WOTnIOS SBO}eoe 
azeqidioeid ay, jsureyuoo ayer} ‘YSIMOTPP AU YEA OReYS ‘ppe Si aa as ap eae “QUO ee AE, 
ZG voor yysrTjonese YM APY ayeys hie Bs axeys fe eae 
; *I oBuvIO|I Oj 4so} pue yoyoo|;y4yeq wreojs UO zi: js P eae alacesge nes 
OY “poforysep St IOJOo onqq\ey, no seAe} YOMA|-Te Yo eatp ‘joyooye|euoqoow oy} YO SEALP Shere TED BIE Ok aie 
ey} [UN pers pue peppe st | uonpos[O*H YM oY Y sy dn Suppe, puv/p ue ‘guojooe 9} Bo) je SUS RO toe DEO) 
BQug jo ‘oo SI ‘soyriuru SI ynoqe puejsojjue yy pe Worn] Buiyetodeas Aq 4yesjo} OFH PP SuOTy jo ssooxa ppy|jo  sseoxe PPV 


"YyUPIVULY SUIe}/‘UIZeIyIVT, SUTey 
every 


———————— 


“MOTIOA IaBU0T 
ou ST o7e1qTg ey} [yun UwoOTINTOS 
IORN payeinqzesiodns yyM Ysa 
pue ‘Jay ‘IOPN yy oayeinjzes 
-radns ‘yyeq-ieyeM oy} UO 9u0jI0e 
ayy Yo ayerodeao ‘Oe YHA 9yNIIp 


peMoT[e pue ‘peppe wornjos yO" %Sz\-os IOeN peyeinyes|Z o Ssooxe SAoUIOY -Njos JOeN peyeinyes 
Jo ‘0° oF ‘OZH Yytm ‘0°0 Sz 07 dn opeul|-rodns YyM YyseM *YSIMOTJPA q GuserH|-redns yy YSeM 
‘pafooo ‘ieyjo oTJ908 WOIJ oor} [JUN YYeq\'I esurIQ SuUTeIA Y Bi surezuool"s mopeA jourqden 
WIvd}S UO PeUIIeA SI WOT|NJos O*H 4p |-woo Jeyye DyOOyY |HOTFHTOS TOUN soAouIel 90 JOO 


-u0d anpisoy |-t00 


‘yo UsALIp u9sq} 
st £]{N jo ssoo 
a Sh ey 
“ WOMNOS|-_ King oY} SaAOUT 
1930 oLeo"|ATes PuUe ouOJooR ayeredeg ‘ou0J908 YIM|_5; Yorym ‘oor:1 
UIA sourT} sory} VoAVYS pure Oe Ul peafossip st oveydperg PAYS "S MOEA TOUWGEN PUS USMC ON  oInTIP 

2A W § Users) JYBYT surezuoo e7eIITTY |yyiM aHeys uoyy SU obsoe Guim umes Aq wonnios 

‘ pue ‘OH FEAL ace i cus 
*sso]IOJOO o1e SBUTYSeM [HUN y UOTYNJOS [De 2721n}esiedns|YSe M ‘UIsOIyyAL OS((HN) 94} Wosy YyyueIeUy 
UIA poysea pur ‘peser]y ‘peyooo ‘yyeq ures3s UO [OBN YM pozwinyes pur reqpia jo poosj St Hornyos O*H supeytos ie Pros. Sta PIEOSI poe Ronee 
LjouyydeN eAOUTEL 03 Joyye 013008 


Se 


eee ee SSS SS 


yyim exeyS “S MOTIPA 1ouIGdeN 
*Ioy Je YIM syHeYys pue ‘plow o1je08 WSs ym Aptproe ‘O*H UL SATOSSTC, ‘ploy|junowe jeus pue ‘yyueleuy 
O}MsIq OSIpuy pue ‘y € nvsouogd ‘I OBULIO ‘YSIMOTIPA WS Vootd WYBIT ‘S MOTIPA jouyydeN ‘uisoryyAT_ surezuOO onpIsoy ‘uizerjieL sureyuoo §=68} ey 


‘paz posojoo JeBuo] OU ore SBUj 
-yseM [UN VOoT}Nos FOS2(FHN) 947 GAIA Yses pure Joy 4{UOTINJOS FOS*(FETN) poyernzesiedns 4} Jeqiour B Uy ajdures Jo wivis z'0 Ajoyeurxoidde qny 


‘SONTINY °S ‘A AT GCAMOTIV SHOION AUVLI-TVOO AHL ONILVAVdaS WOA ANAHOS SALSA AOTaAd 


ARTIFICIAL FOOD COLORS. 835 


Dissolve in water the portion of the original sample not dissolved by 
ammonium sulphate, acidify with acetic acid, and shake with successive 
portions of ethyl ether until the ether is no longer colored. The ether 
contains erythrosine, which it is very essential to remove completely from 
the other dyes before proceeding further. Wash the ether solution several 
times with water and finally extract the erythrosine from the ether with dilute 
ammonia solution. Remove the ammonia by evaporation on the steam 
bath and observe if this solution, when very dilute, has any fluorescence 
which might indicate the pressure of prohibited colors having similar reac- 
tions. Remove the ether from the acetic acid aqueous solution by warming 
on a steam bath, saturate with sodium chloride at steam bath temperature, 
and add sodium chloride in excess; cool and filter through a dry filter. 
Wash with saturated sodium chloride solution until the washings are color- 
less. When a bulky precipitate is obtained here, which is difficult to wash, 
it may be time-saving to redissolve the precipitate and excess salt in water 
and repeat the salting and washing process, adding the filtrate and washings 
to those of the first saturation. The combined filtrate and washings con- 
tain light green SF yellowish, naphthol yellow S, tartrazin, traces of orange 
I, and possibly amaranth, since the latter dye may not be entirely removed 
by the first extraction of the dry sample with the ammonium sulphate 
reagent. 

To separate the naphthol yellow S, extract with-successive portions 
of acetone until the acetone fails to remove any more color. Combine 
the acetone extracts and wash with several portions of saturated sodium 
chloride solution to remove traces of tartrazin and light green SF yellowish 
from the acetone. Add to the acetone solution an equal volume of water 
and drive off acetone on the steam bath. Acidify the water solution and 
shake with amy] alcohol to remove traces of orange I that may be present; 
discard this amyl alcohol solution. Drive off all amyl alcohol mechanically 
held in the aqueous solution by warming on the steam bath and test this 
solution for naphthol yellow S. 

To separate the light green SF yellowish from the tartrazin, remove 
the acetone from the aqueous salt solution by heating on the steam bath, 
and add fuller’s earth in the proportion of 0.5 gram to each to cc. of warm 
dye solution. After mixing well and heating, allow to settle; then filter 
and wash with water. The light green SF yellowish remains on the filter 
and can be dissolved in strong, hot acetic acid and further identified. If 
tartrazin was present in the original mixture, the filtrate from the precipita- 
tion of the light green SF yellowish will be yellow or golden yellow, not 
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decolorized by hydrochloric acid. Imperfect removal of naphthol yellow 
S, previously, would result in a yellow filtrate here which could be decolor- 
ized by hydrochloric acid. The tartrazin can be further isolated from a 
possible trace of amaranth by adding 10 cc. of alumina cream to each Too cc. 
of solution, mixing, warming, and filtering, when the tartrazin will be 
found in the sodium chloride filtrate. To isolate from the salt, evaporate 
and redissolve in alcohol. 

Dissolve the precipitate containing orange I, ponceau 3R and indigo 
disulfo acid, together with excess sodium chloride on the filter paper, in 
water and extract with three successive portions of acetic ether. Orange I 
is taken up by acetic ether. Combine the acetic ether extracts and wash 
with saturated sodium chloride solution, until no more color is removed. 
Extract the acetic ether solution with water to obtain the Orange I in an 
aqueous solution and free from acetic ether by warming on the steam 
bath. 

Warm the water solution containing ponceau 3R and indigo disulfo 
acid, from which the greater part of the Orange I has been removed on 
the steam bath until free from acetic ether, cool, add 10 grams of granu- 
lated calcium chloride, allow to stand fifteen minutes, and then add 15 cc. 
of a freshly prepared stannous chloride solution containing the equivalent 
of 3% metallic tin and 12% of hydrochloric acid (sp.gr. 1.19). Mix well 
and allow to stand until the solution shows no blue color. If ponceau 3R 
is present, it will be precipitated. Filter immediately, wash the precipitate 
twice with 25% calcium chloride solution to remove all the reduced indigo 
disulfo acid, dissolve the remaining residue in dilute ammonia solution 
and test for ponceau 3R. 

To the filtrate, which should be practically colorless, add 3% hydrogen 
peroxide solution. A deep blue coloration indicates the presence of indigo 
disulfo acid. 

Quantitative Separation of Acid Coal-tar Colors. — Mathewson 
Method.*—This process, like the preceding, is for the colors themselves, 
but may be adapted for the detection of the colors in food products after 
separation by means of solvents or less satisfactorily by dyeing. Mathew- 
son’s table is given on pages 837 and 838. 

In applying the data given in the table proceed essentially as follows: 
Treat the solution containing 0.2 to 0.4 gram of color (depending on the 
nature of the dyes) with sufficient water and hydrochloric acid to bring 

eee oe 
; *U. S. Dept.of Agric. Bur. of Chem., Circ. 89. 
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its volume to about so cc. and its acid concentration to that point for 
which the difference in percentage of color extracted for the two dyes is 
near its maximum. Shake the solution with the immiscible solvent, 
passing it in succession through three or four separatory funnels each 
containing 50 cc. of the latter. Wash the portions of the solvent with so 
cc. of hydrochloric acid of the same normality as the solution, passing it 


MATHEWSON’S TABLE SHOWING PERCENTAGE OF COLOR IN THE WATER 
SOLUTION AFTER SHAKING WITH AN EQUAL VOLUME OF IMMISCIBLE 


SOLVENT. 
SOLVENT: AMYL ALCOHOL. 
Normality of Hydrochloric Acid in Water Layer before Shaking 
Colors, 4 2 | ‘ | 3 é tas Gl oe 
Percentage of Color in Water Solution after Shaking. 
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PATMALAREN INOnsTO7 o> «lel! tole \s +> 5 I5 52 82 93 
Light Green S F No. 435....... (ele) 95 97 99 99 
FEU ssa ARG GITIGIN © sys T07 eats vantat on 5 enous eraucoretellieteascardeslieverevene, sl ‘slerese ausl| aveiereta/s|lls 's sri bortevecereus ° 
Indigo Carmin No. 692........ 34 51 89 96 99 
Ast AVellOneIN On Sicee xtre olesojsis6,6)- BOs aayenevers 61 
Groceim Orange! GeNO- Uso sie ersten all Seresrere|| suche grerlliaiercre’s «illic tse [teete-ose « i 2 
Mraz venGIN OnlAlin sof etetetecsielow fall's ecrevete | erele orcs Sian terse ss 58 
Poncea ta RENO eS Sis senorerersiciets\|ts os0e a aera shel I4 
Cry stall POMCEAUMNO NGA weiste s'sictel|foicsn ss «ilies 's o's |e» eveueills ore ole Bi eiatee 390 
BastiRed i BuNojOseies aic-saipere ce laterese oiilisiaiers)+ = DM caterers LOM hstertsccrs 62 
Resorcin Yellow No. 84........ rete tall Ste oi ecelel esters tals tars + ea nena II 17 
(Chace NUN. GOs, 60.8 oclalo BD bop eect UO to OO Ooi (en cicic.d | Pecos then Ooo Ore cet 2 3 
Brilliantevellowss NOs Sls ces ples ort (Steloue. = - ihe. Sadar 90 
MAT LEA ZIINOSOA Ames nctel oc sielere «| s1ols shellieis ores high” Mwescatyers 88 
MVictaniMellowpNOsOs ar bis cies alco oils sie mciliatsrayeelll a sess [leone wysfiepaee ars v I 
iste AMN OmeLO 2 ee terete cette retail Palevereraliote, sharshalisietroysa|ieteialec ||[eieisrs 6 On) 
Hasmined GaN Oat O3'ye fave win hoerel|lnieteteks ciltsrelsahets TE paietttenias 4 
Bast RedpR NOs COS sen ayecs) svsiee sillier nsiliee. mu Tl lok cheeks 7am ltteer 68 
New Coccin No. 106............ mies LGV WVexctauasors|tacskeiet at 
Scarletio, RING Matos Meee +e 4I 80 95 
INesorretial | Bio) wash INOE Wey > Ging AG olloooosollaooomslegoooollcoqaue Se iilnetsiares 20 
Cocton ScarleesyBUNOw LAO s eters) sree ool ofl) alels'| ers etetere Ile» 1+ «16 Yael one: IO 
Congo RediNow240e iwtesan aia 
NGO THONG Shan nono ccton 
GhiEycopHemilwN Oa 320 were oteted heel Clare snels||| eka) alors [ioe ele linvel'efeteve|| fete o» 1 e|ll=inlel nieve I 2 
Guinea Green’ B NOvA33 sec dace |ine mers es ores AS turns BO eM sreicushe 25 
Acid Magenta No. 462......... Sean Iie ai 93 


* Color acid nearly insoluble in both layers. 
+ Similar to Congo Red but color acid more soluble in alcohol. 
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MATHEWSON’S TABLE SHOWING PERCENTAGE OF COLOR IN THE WATER 
SOLUTION AFTER SHAKING WITH AN EQUAL VOLUME OF IMMISCIBLE 


SOLVENT—(Continued). 


SOLVENT: DICHLORHYDRIN. 


Normality of Hydrochloric Acid in Water Layer before 
, Shaking. 


Colors. A 2 | 1 | 


iH 
Cel 


Percentage of Color in Water Solution after Shaking. 
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successively through the separatory funnels in the same order as was 
the original solution, and repeat this operation with one or two fresh 
amounts of the hydrochloric acid. The dye relatively more soluble in 
water is determined in the combined washings and extracted solution. 
Remove the second dye from the solvent by shaking with water, very 
dilute caustic soda, or, more quickly, with dilute caustic soda after the 
addition of some gasoline, or similar substance in which the color is 
insoluble. 

The table given above shows the percentage of the color in the water 
solution after shaking with an equal volume of the immiscible solvent. 

Assuming the distribution ratios to remain constant, this procedure 
using four funnels and making three washings gives for a pair of colors 
whose “distribution numbers” (as the percentage numbers given in the 
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table may be called) are 80 and 20, respectively, a separation of 98.30 
per cent for each color. With distribution numbers 90 and to four funnels 
and three washings give a calculated separation of 99.73%, and the same 
is obtained with distribution numbers 81.8 and 5.3 if the solvent in which 
the dyes are relatively more soluble be taken in portions one-half the 
volume of those of the other liquid. If the second, third, and fourth 
funnels be given a fifth washing, the third and fourth funnels a sixth, 
and the last funnel a seventh washing, the calculated loss for the color 
more soluble in the solvent layer is 0.76%, while the percentage of the 
other dye removed is relatively much increased (to 99.99%). In most 
mixtures the progress of the separation is always apparent. 

In practice, because of incomplete extraction and separation, and 
especially on account of uncertainty due to small amounts of subsidiary 
dyes always present, it is necessary to increase the number of successive 
extractions. The formation of esters of the color acids is a possible 
source of difficulty, but is not believed to take place. With amyl alcohol 
as solvent it is usually desirable to make the original solution more strongly 
acid than is indicated by the distribution data and use relatively more 
portions of the washing liquid. 

Of the permitted colors, Naphthol Yellow S is best separated from 
Orange I by washing the amyl alcohol solution of the color acids with 
strong salt solution, care being taken that not too much color is present. 
With a solution containing 20 grams of salt and 0.04 gram Naphthol 
Yellow S per too cc. and shaken with an equal volume amy] alcohol, 97% 
of the color is retained by the water. With a similar solution contain- 
ing 0.07 gram Orange I, the water layer contains 1.5% of the total color. 
With higher concentrations some color may be salted out in solid form, 
but this does not interfere if the amount is small. Erythrosin being 
quantitatively removed from slightly acid solutions by amyl acetate, ether, 
or amyl alcohol, its separation from sulphonated colors presents no 
difficulty. 

Analysis of Food Colors.—Seeker and his co-workers have devised 
methods for the analysis of the seven coal-tar colors allowed by federal 
decision in the United States. The methods are for the determination of 
- the ultimate constituents and for impurities, including arsenic and other 
heavy metals. The reader is referred to Hesse’s report * for details of these 


processes. 
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Loomis * has prepared a ‘table giving the solubility of food colors in 
various solvents, and another table showing the relative amounts extracted 
from neutral, alkaline, and acid solutions, shaking with amyl alcohol, 
ethyl acetate and acetone, the aqueous solution in the latter case being 
saturated with salt. 

Spectroscopic Examination.—The absorption spectra of dyes, both of 
coal-tar and vegetable origin, in various solvents, have been described by 
Vogel + and by Form4nek{ on the Continent, by Sorby § in England, 
and by Mulliken || in the United States. These data, although specially 
designed for the dye chemist, are none the less valuable for the food analyst. 
Unfortunately, few chemists are equipped with suitable spectroscopic 
apparatus or are acquainted with the details of manipulation. 

DETECTION OF COAL-TAR COLORS IN FoopDs.—The examination of 
foods for foreign colors involves usually at least two distinct steps: First 
the extraction of the dye from the product, and second the identification 
of the dye thus removed; where more than one color is present a third 
step or series of steps is necessary to separate these colors previous to 
identification. 

Extraction of Colors from Foods.—There are various methods for 
the separation of coloring matters from food products, and these may be 
divided into three general classes: First, dyeing silk or wool with the 
color by boiling the fiber in a solution of the sample to be examined; second, 
extracting the color from a solution of the sample by the use of an immiscible 
solvent; and third, extracting the color from the dried residue of the sample 
by means of a suitable solvent. Of these the method of dyeing wool lends 
itself most readily to the analyst’s use, by reason of its simplicity, and from — 
the fact that the coal-tar dyes adapted for food colors, with few exceptions 
(ie, auramin), being substantive dyes are readily taken up by wool, 
whereas the natural colors of foods are left in the solution. Some vegetable 
and animal dyes, such as lichen colors and cochineal, also dye wool, but 
these are readily distinguished from coal-tar colors by special tests. 

The Separation of Colors is best carried out by fractioning between 
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* Loc. cit., pp. 8-21. 

} Praktische Spektralanalyse iridischer Stoffe, 1889. 

{ Spektralanalytischer Nachweis kiinstlicher organischen Farbstoffe, 1900; Qualita- 
tive Spektralanalyse anorganischer und organischer Korper 1905; (with Grandmougin) 
Untersuchung und Nachweis organischer Farbstoffe auf spektroscopischem Wege. 

§ Proc. Royal Soc., 92, p. 1867. 

|| Loc. cit. 
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aqueous solutions and immiscible solvents according to Mathewson’s 
method, page 859. 

Identification of Colors—Three types of methods are mostly used: 
First, spot tests, that is the application of reagents directly to the dyed fiber 
or dry color (pages 854-858); second, reactions in the solution of the color 
. (pages 868-875); and third spectroscopic examination. Most analysts are 
limited to the first two; those equipped with spectroscopic apparatus are 
referred to the work named on pagé 840. 

Basic and Acid Dyes.—The soluble coal-tar dyes are either basic 
or acid. Basic dyes are precipitated from their aqueous solution by 
tannin. Acid dyes are not so precipitated. Theoretically, all the basic 
colors are taken up by wool from a faintly alkaline or neutral bath, while 
the acid colors are left in solution. Thus if a dilute solution of the color 
be made faintly alkaline with ammonia and boiled with the wool, only 
basic colors will be taken up. If both acid and basic dyes are present 
in the same solution, the basic color should first be exhausted by the 
use of fresh pieces of wool in the ammoniacal solution, till they no longer 
take out color, after which the solution should be made slightly acid 
with hydrochloric acid and again boiled with wool, which under these 
conditions takes out any acid colors. Comparatively few basic colors 
are employed in foods. Basic colors can be removed from the fiber by 
boiling with 5% acetic acid. Acid colors are removed therefrom by 
boiling with 5% ammonia. Having dissolved the dye from the fiber 
by the appropriate solvent as above, the decolorized fiber may be removed, 
and the solution evaporated to dryness on the water-bath. The residue 
consists chiefly of the dyestuffs, and may be put through various reactions 
for identification. 

Methods of Dyeing Wool from Food Products.—The wool employed 
should be white worsted, or strips of white cloth, such as nun’s veiling 
or albatross cloth. Care should be taken that the color is pure white 
and not the more common cream white. The woolen material should 
be freed from grease by boiling first in 0.1% sodium hydroxide solution and 
finally in water. Strips of the woolen cloth, or pieces of the worsted thus 
cleansed, are boiled in diluted unfiltered solutions of jams, jellies, ketchup, 
and other solid or semi-solid preparations, or in undiluted fruit juices, 
carbonated beverages, and of wines, the liquid, previous to the boiling 
being slightly acidified as described below. 

Arata * was the first to employ dyeing tests in an acid bath in food 


* Zeits. anal. Chem., 28, 1889, p. 639. 
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examination, but limited his observations to wines. Winton * later found 
that the method was well adapted to the detection of coal-tar colors in various 
foods. The method consists in boiling the wool in a dilute solution of the 
food material to which potassium bisulphate has been added, using ro cc. 
of a 10% solution of the bisulphate to 100 cc. of the solution to be tested. 
If the color solution is neutral, the wool may first be boiled in this before - 
acidifying, to separate out any basic dyes. The dyed wool, after removal 
from the solution, is boiled first in water, and afterwards preferably in 
an alkali-free soap solution. It is then washed and dried. The dried 
fiber may then be subjected to the various reactions given in the table, 
pages 854-858, for recognition of the dye. This method of identifying 
colors by means of reactions on the dyed fiber is one of the most con- 
venient—in fact Arata’s test, supplemented by reactions on the fiber, 
suffices in many cases of suspected coloring. 

Some of the vegetable dyes (including lichen colors), also cochineal, dye 
wool directly, and these may be identified by special reactions. Other 
vegetable colors, and the natural colors of fruits nearly always give a 
slight dull coloration or stain to the wool, but this is not, as a rule, to be 
mistaken for the vivid hues of the coal-tar dyes. Moreover, most of the 
vegetable colors on the fiber turn green when treated with ammonia. Care 
should be taken to thoroughly wash the wool after the dyeing, so that 
colored particles simply held thereon mechanically may be removed. 

Sostegni and Carpentieri | recommend a method of double dyeing, 
applicable when acid dyes are employed. The wool is boiled in a solution of 
the food sample acidulated with hydrochloric acid, after which the fiber 
is removed and boiled, first in very dilute hydrochloric acid solution, and 
then in water, till free from acid. The color is next dissolved from the fiber 
by boiling the latter in a weak ammoniacal solution, some of the colors 
being more readily dissolved than others. The fiber is then removed from 
the solution, the latter is acidified with hydrochloric acid, and the color 
fixed on a fresh piece of wool by boiling therein. The second dyeing fixes 
coal-tar and lichen colors on the fiber, but fruit colors and most others of 
vegetable origin remain in solution after this ‘treatment. Any color left 
on the first fiber, after treatment with ammonia, is probably due to the 


natural vegetable color of the sample, and is usually no more than a dull 
stain. 


* Jour. Amer. Chem. Soc., 22, 1900, p. 582. 
} Zeits. anal. Chem., 35, 1896, p. 397. 
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Extraction of Colors from their Solution by Amyl Alcohol.—Methods 
based on this principle have for years been used in examining wines in the 
municipal laboratory at Paris* and were found by Winton} to be adapted 
for various foods. Sanglé-Ferriére uses the following method: 50 cc. of 
the wine or solution to be tested for color are rendered slightly alkaline by 
ammonia, and cautiously shaken with about 15 cc. of amyl alcohol. If 
acid dyes are present, they will be dissolved, and will impart to the amy] 
alcohol a distinct color.{ Basic dyes also are dissolved, but when they 
are present the amyl alcohol solution is colorless. Remove the amyl 
alcohol by means of a separatory funnel, wash with water, and finally, 
if the alcohol is colored, dilute with about an equal volume of distilled 
water and evaporate on the water-bath with a piece of white wool. The 
wool should be kept in the solution till the odor of the amyl alcohol has 
disappeared, and, if not then colored, for a short time longer, as with 
some colors the wool will dye more readily in the aqueous solution than 
in the amyl alcohol. Remove the wool, and evaporate the solution to 
dryness. ‘Test for color in the dried residue, and on the fiber also. 

Archil and other lichen colors, like the acid colors, is extracted by 
the amyl alcohol under the above conditions, the color being a light violet. 

If the amyl alcohol extract after separation, washing, and filtering 
is colorless, acidify with acetic acid; if a basic color is present, it will 
be indicated by a coloration at this stage; if there is no coloration on 
the addition of acetic acid, no basic color is present excepting fuchsin, 
which is separately tested for. In case a basic dye is indicated, add dis- 
tilled water and evaporate with wool as before. Test the dried residue 
with pure concentrated sulphuric acid. 

Fuchsin is indicated by a yellow-brown color with sulphuric acid, 
which by dilution with water becomes rose; safranin, by a green color 
becoming first blue, then red, when diluted with water, and magdala 
red by a dark blue color, turning red on the addition of water. 

Many coal-tar colors are extracted by amyl alcohol in acid solution, 
but some fruit colors as well as cochineal are also dissolved under these 
conditions. The coal-tar dyes thus dissolved will, however, dye wool and 
the fruit colors will not. The test for cochineal in the amy] alcohol solution 


* Girard, Analyse des Matiéres Alimentaires, pp. 183, 681. 

t Loc. cit. 

t Acid fuchsin forms an exception to this rule by dissolving colorless like basic dyes. 
Special tests are given on p. 845. 
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is described on page 824. Fruit colors are not extracted from acid or alka- 
line solution by ether, nor from alkaline solution by amyl alcohol. 

Extraction of Colors from their Solution by Acetic Ether.—Basic 
colors are extracted readily, according to Robin, by making the solution 
to be tested alkaline with sodium hydroxide, and shaking with acetic 
ether. The solvent is removed, washed, and evaporated with wool (on 
which the tests are to be made), or the evaporation is carried to dryness 
and the tests made on the residue. 

Separation of Acid and Basic Colors with Ether.*—Kota’s Method.— 
To too cc. of the aqueous solution containing the color add 1 cc. of 20% 
potassium hydroxide and shake in a separatory funnel with several portions 
of ether. Basic dyes are dissolved by the ether, leaving behind as a rule 
the acid colors.| Wash the ether extract with faintly alkaline water, and 
shake out with 5% acetic acid. Some colors remain in the ether, others 
are dissolved in.the acid. Separate the two solvents, and evaporate each 
to dryness on the water-bath. 

The acid colors left in the slightly alkaline, aqueous solution after 
removal of the basic colors by ether as above, may, if desired, be separated 
into several groups by successive extraction, as follows: first slightly 
acidulate with acetic acid and extract with ether, then acidify with hydro- 
chloric acid and again extract, and finally examine the residual solution 
for. colors that are insoluble in ether. Thus erythrosin and eosin are 
soluble in ether when shaken with their aqueous solution made acid with 
hydrochloric acid, while acid fuchsin is insoluble. 

Separation of Colors from Dried Food Residues by Solvents.—This 
method is rarely employed, excepting in the case of colors insoluble in 
water, but soluble in ether or alcohol. The dried pulp of canned vege- 
tables, ketchups, etc., may be acidified with hydrochloric acid, and the 
color extracted therefrom directly with alcohol. In this case, however, 
there is no obvious advantage over the previous methods of dyeing the 
fiber directly in the acid solution of the sample. 

Robin’s Test for Acid Colors.—Add to the liquid to be tested an excess 
of calcined magnesia, and a little 20% mercuric acetate solution, boil, and 
filter. If the filtrate is colored, or if by the addition of acetic acid to the 
colorless filtrate a color is developed, a coal-tar dye is indicated. 


* Analyst, 24, p. 45. 


7 A few acid dyes are exceptional in being soluble in ether with alkali, as for example, 
quinolin yellow and the sudans. 
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Girard’s Test for Acid Fuchsin.*—Acid 2 cc. of 5% potassium 
hydroxide to 10 cc. of the wine or other solution to be tested, or enough 
of the alkali to neutralize the acid. Then add 4 cc. of 10% acetate of 
mercury and filter. The filtrate should be alkaline and colorless. If 
the solution remains uncolored after acidifying with dilute sulphuric 
acid, no acid fuchsin is present. If, however, there is produced a red 
to violet coloration, and no other coal-tar colors have been found by the 
amyl alcohol extraction, the presence of acid fuchsin is shown. 

Bellier’s Test for Acid Fuchsin.—Presence of acid fuchsin is indicated 
by adding to 20 cc. of wine or other solution to be tested about 4 grams 
of freshly precipitated yellow oxide of mercury, boiling and filtering. 
The filtrate, if acid fuchsin is present, is colored red, tinged with violet. 

According to Blarez, all red coal-tar colors, with the exception of 
acid fuchsin, and all red vegetable colors are completely decolorized by 
acidulating their aqueous solution with tartaric acid, and digesting with 
lead peroxide.f 

Loomis’ Scheme for Preliminary Identification of Colors in Foods.{— 
This scheme covers certain coal-tar, animal, and vegetable dyes commonly 
used in foods. The strength of the aqueous solution should be approxi- 
mately 0.01% for coal-tar colors and 0.1% for animal and vegetable 
(“‘ natural ’’) colors. 

The following reagents are required: 

Weingartner’s Tannin Reagent.—A solution of 1o grams each of tannic 
acid and sodium acetate in too cc. of water. 

Hydrochloric Acid.—Equal volumes of concentrated acid and water. 

Sodium Hydroxide Solution—Ten grams in too cc. of water. 

Ammonia Water.—Approximately 10% NHs3. 

Lead Subacetate Solution.—See p. 610. 

Normal Lead Acetate Solution—Ten grams in too cc. of water. 

Reactions in aqueous or alcoholic solution are carried out with to cc. 
of color solution and 5 to 1o drops of reagent; unless otherwise noted, each 
test is made on a part of the original solution. ‘To determine whether a 
large or small amount is extracted by an immiscible solvent from an 
aqueous solution, separate the former, filter, evaporate (with addition of 
water if necessary), take up in water, add a little acid or alkali to correspond 


* Analyse des Substances Alimentaires, p. 185. 
ft Allen, Commercial Org. Analysis, 4 Ed., Vol. V, p. 250. 
t Loc. cit., pp. 62-69. 


FOOD INSPECTION AND ANALYSIS. 


846 


(089) anjg auagkyjapy ott Bip .0iG Peery a sielayiavee Rue ster gine Maye Nola eran Sees aU EES Coa U te ROU sector NOS 9 
(S88) TOME Ey MEE jig OO COO OOD EDGR OOO peer eee ee ee shevesBargr sau) ebb Lee ahs cielo ve face aee eA TOO LG == 1G) ET ot uolnjos snoenby "% 
(1S?) FETE IT TEN NS OO CESS SO OS OCOD GOS FOU SO ORS OOM AI OnOn SoS SRAn ANSTO CR n Re eye=ara pape uornjos snoonby “y 
“e]UISVUI UOTNIOS °D 
HO®N Bet Jod o1-+ uonnjos snosnby ‘dLviidlogdg “gf 
(4gz) anjq oz¥ sete eee a I OT OSE AOL ROIS OI GOA severe Ce eee eee ee eee soe eee “eyuoseUl o[eq c 
(Obb) WS ajounkonsa T see eee cc ed cc rc eel /s @ elsiie! bin) ¥/ sissies) ts) isl; asurys ON 4 
(6£?) a a ajounk) ee ey ee Ce cy yy] poqoopor Aq yuid “y3ty poyjTuisues} Aq ua013 anjq UOI}N[OS *T 
‘UOI}NIOS FOVN Ppe UorNJos snoenbe oF, *9}¥1}[Y Ul pe10jseI UOOS JOU IO[OD °¢ 
(z69) p1av-0y gd nsip os1puy’ eee e eee eee es erereserer ee eeer serene ser ereer eee eeeeeeeeeeeeeae *pol0}sol Apyomb oqelyy jo B (0) (059) “D 
- *19}[J. Woy} ‘pezi10fo.ep [I [TOH-+ Isnp ulz YM Jey, ~“ALVIIdIOGaUg ON “VY 
‘uoIyNjos snoanbe 7us0 Jed I0°0 0} JUeSveI UIUUL] ppy °Jo}BM POI UI siqnjoS “TT 
SNUyIT "°° * eeeeeee eo eee eee eeeeeree ee ee ee ese eee eeeeeeeeeeeeeeeeeeeeeeeeee ee eevee eeee Ce ee ee eee "AIANTIOS “GF 
KO QOS UIE T eo gem aati Sha aise sacs sscvsseceis posieic’ es bake eee siee: CC er tence ee eee eee eceeee B richese Ree ce eas TO TOSNT oe ha 
*Joyooye jue. iad of GYM yea, «4° J9}VA POI Ul o[qnyosuy *[ 


“SHOTOO LATOIA AO ANTE II 


(Lz?) u9043 apy DID f° come eee cccec csr ecce eiielielioiie) s{ialleselialtey el eltet aulelioneleseielsifelollétale ein aire leis fale ceuerat slap elias oeees "payed xo IO]OO yyey-ouo qnoqy 77) 

uaads 1hYIT © 0) 0 asl oes, 6 Oe e) ©, O10 070 0:0 ONE. 6,001 0 0:0. 4: 0.10 0106.6 0) 0 6 16> 60x elu; e%ul s/s «10: bis @lane bo Cues) eo, cela e.-e ela! sive W ee 616 © wis $6.6 9 bie S00) 6 peq0e17x9 [[e 10]OD 77) 
*97e3008 [AYO JO suNJOA [enbe YIM 4OvI}X9 pue [OF{ YIM UoIyN[OS Ssnoonbe AjIpoy “ALVLIdIOGag “_ 

(g6£) g Uaads 104144 NT eee e esr er reser esr ere eer ee ere see eer ee eee eee eee eee eee eseeseeresessereeseereseeerseeeeesesesreseos -osueyo ON 2) 

D 9 uaads ajounka see eeeoe eee eer eeeesreeresesreses OOO She 6 1056: \a 6 6.6 6:48 & 4-66 6 @)# eee e eiallele 6 ss «alas ips a'ea cies ls, miei eliwiw els aye. @ ellale: ong yieq 9g 

(SER) Meoo ud p09 fy ae <iais 2 sceteeas anes Seas cies iene cate re 2d pee OOL ey Speer Svat Ya et YL ome at Set sat ar See . pezlojocep Ajjenprisy “D 


“UOIJNJOS IOJOD snoenbe 0} uolNjos FON 3s Jod Ol ppy “ALVLIdlOGag ON “PY 
*jyUoSBI UlUUL} PpB IOJOO Jo Worjnjos ued Jod 10°0 snoenbe oy ‘[ 


[BuroAp [euonorsy Aq 10 soded 103,95 uo 4s0q yods Aq poqdojzep AT[e10Ues MOTTAA pur onjq pextyy] 
‘SHOTOD AVL-TVOO Naa I 
(‘2IG2} S,UserD Ul ssoy} ole sIoquINNY “ggg pUe ‘VSg ‘61g saved uO so[qey, UI UeATS Sys04 Aq WIygUOD) 


*‘(SINOOT) SGOOA NI SHOTOD AO NOILVOIAILNAGI AUVNIWITAAd AHL AXOA ANAHOS TVOILATVNV 


847 


ARTIFICIAL FOOD COLORS. 


Ad Es Ele Canna ate ok MRE CR Tea ik ne ae a COCO nee ont lehat eta 
WSS Jo ssuvyo ou ‘o}ej20"qns pve] yua0 Jod o1+ wornjos snoanby “par 7YSIq I0joo AIG 
(CS) O10 GO aaa aa “**sums0y A[MOjS 03e71dI001d por e8ueI0 pue por eSueiO sun} 
UONN]OS -UOTNJOS azeJooRqnS pee] Jued Jed o1-+ wUoTNJos snoenby ‘eS8uvI0 UMOIq IOJOD AIC 
“(IOH U a1qQnJosut *OSeg jo a3ezIdbDaId v ATqissod) 97e7z1dIeId pas0j09 ON “gz 


(€1) i369) P NDIDU0 T ee ey Dial Hieie Lelisj(sl el (ef w)\el eek © \e6:\6) aL le tale etelene . a at 9}ey1d1D01d aSULIO “ql 
‘OINUIU G PULIS OF MOTTE puL UOrNjos Deg yueo tod or pp UOINJos snoanbe oF, ‘uorNjos a8uvIQ ‘vz 
(98) ge IBUDIC) see ee cee ee ee eens 2 A avs) sel 0) le, ecole al 6) dete 6s phells \«: BG) 0. e:10e ‘eue) é'Ke tele) a) intel oie of ala)laele Loco) ahah (ey eUISeUl Io AoCo}10018@) “DI 
FOS*H p27e1]UI0U0D YIM IOJOD AIp yea], “Jopper seuloseq uotynyosg -_ 
(é499) mopar QUUIOUIN EG) So 8  Cae re Iss 5) ea oeseca eee ee © ely qecials eile: ete e Ye: 6 ele ete) a6) 0) e uimiele sels 5 ***aTqnyos oyinb 10[OD “De 
(+6) aureoyavpos ttt EREDUSRGODNo iG todos ooubaobae ae ROB Ce onG tena eaorel on. eek ae te os “g]qnyosut 10]09) “pr 


“J9YZO 91908 Y}IM IO[OO AIp Yai], “MOT[aA SuTeUIAI UOIyNJOS + 
“UOI]NIOS HON Pp® Wornjos snoanbe oy, ‘asueyo ony *S 


(692 10 022) IUIMLDSK AY D* w]e) ©: (41,9 |0' a ims, evel 9:'s) i eieloneecetendeKelim (> s}/r ollshahesaione ene 4) 8 fe fmice) (alte \oiel ie Vane af v: Eee 9723 1d1I901d uMOIq asurIgQ ‘v 
(¥) S monar 1041440 AT osc erence #Jsiulehene: e618 (oLelleli6 tolloliny/el e's 1a et sileiloeisisitel etelielatelehsisl sis COMO o SOLO mc Olcha co *parojooun JaAz] snoonby “d 
(62) POERS TOTO GHD) NO 09 OO SIRO NEDO BOR R ap COTS Oot Pei) oar Oo ae ore! 6 0.6 68 s ehelehsiejale eles « ie) & ** *MorpaA 7Ys1Iq Jake] snoanby 2 


‘ayeredas 0} Mole pue ayeys SHOHN opp A19A Jo aumyoa yenbo 
Ue poppe SI JAR] JoYy}9 OF £19}eM “99 OF OF § YIM 901M} poysea JoAe] IJoIJa pue poqeredes SIDAP] OM} fIOTE 
jo otunjoa yenba yy wexeYs pue [OF YIM APYSIYs poyrproe uornjos snoanby *peZojosep 9}inb Jo ysowye uorNyos °*¢ 


(1) prop aeunnge 0° nisitb soit alata tie steVavoMiteaa vel ShevSheter cdesatian tromaye aiden enenc Late ap ee ame eer epee WEA rel MOTE OFA 
(z) monak DLA0IIL A sees Shere) 6/0 000d jo ieo Nahe ef okeielenelene s)fe) ase i(e).0i Ye, 6, ets) oll elletietistiuial ¥ fe ffelier eh wien alcatel siaivan edalieitey siemeien arendiete SS9[IOTOO oyPAI LT 
“ToYY pue ‘mnoy jey-ouo purys 0} Mole [DH 9N[Ip ppe uonnjos snoanbe oy, *“UOIINIOS poi-ouT/\ ‘_ 
(£) mopar 7oyry dD N° sine) se/s6)s0[ le: 0°! go elie, ca -@ co) .6\'0 ce (alas) Telco pe ualce er eee recone 4 oie 0) Ys, ce elisl 6i eiial i ct) a) ‘n) Walia) wt eel leadelialleueweber aie tene LeCoyetay (ess uMoIq AMOTIOA "70 
“NOX JO wornjos Suors YIM UoTNJos snoonbe flog  *ayezItd1oa1d oUIGM IO MOTPA oTVG *Z 
(8) mopar SFI} OO QO ISTO TION OI OSE Hy OF 2) GOR TAC CRCHONCE CHONG oC) Ch eigeo) GIAO Wee) nie Saray Bese fo “a8uvIO 0} MOTPPA Woy sasueyo wornjos Tr 


OH ®30]Ip pp? wornjos snoanbe oy, ‘padp ooa, °p 
“WOLN]OS IOJOo snoonbe 0} 4sa} Sule<p-ajqnop Ajddy -arvaialowag ON ‘°F 
‘UoSveI UTUUL} ppe UOTINJOSs snoanbe oy, *197eM P[O9 Ur aTqnjos ‘7 


‘SHOTOD MOTTIAA GNV FONVAO “III 


FOOD INSPECTION AND ANALYSIS. 


848 


ELT fae A ae a ag a a ag ON is ml MLM LINES AS INDO) OE AROSE OSE OO AICO. O0 ORE EGET) CIN 


(e8I) aurproskayy* °° Biehelisiis Ponte. oth eo OOO COO EO Onc oO 20 ba Oe bs 85 gw oS. 4.4 ‘+++ +mopjak a8uvio st yor ‘1aAe] IJayj0 


ojzUI AjJsour sassed IO[OO puv Iva]9 pas WOTINOS ‘1919 YIM WOTNIOs suTeye Suryeys uQ *9}e7Id1Ide1d osuvIO IO MOT[PA “G 
(9z¥ 10 Szv) auampinpooc Se OR ae Cae Sie eae ploe o1208 jo dorp Suippe uo MoT[aA suIn} JaAVT] Joya 

pue IegJD sowiodeq UOI}NJOs ‘19Y}9 YIM UOTIN[OS oul[eye Suryeys uQ “aseq Jo a7v7zIdlooid 9314 pu paziIoj[oosp UOTyNOS *p 

“UOIJNIOS FOVN Pp WOINIOS 1OJOO OF, “ALVLIAIOGAd GIAOTIOD *gF 

~ (969) 249s ee Ce 6.6) 6.0) me a) 60 8 2 O\a 8 We) 6 8. 6 9) 6. ole ey wl wilelaele “* + *g9u90Sa10ny 

UedIS poploep Sey Udy} WoljN[Os pur plore d00" jo sdorp be! e £q dn porvopd st yorym Ajprqiny, ‘¢ 
(669) UoAaAONC)* * aWeis st ob srietiahie: evistiet s\ ofstieuetce treats actonslb eb ehleper siecienial slim. cueusnspint=a avayeya) np spel yaie ‘aqeyidioeid ou {moyjoh uolNjos “7 

“UOTINJOS we yUa9 Jad Or UOTINJOS snoenbe 0} ppy e7e7dtoe1d ystuMoIg *z 


(ool) udoyryong’ °°" * Sire: tas ecioileriotte ests Rie Sraile eile a hale: sisi uatalee selienele ie Neteuete teu ustelpie ny ayeqidiooid ou ‘morjak qy311q SUIN} WOIYNJOS *r 
“9781998 1 [euriou ooo yuao Jad of ppe UoTNJos snoonbe oy, “saya 9Ja0e Aq poyv1}Ke IO[OD a[qeiapisuoD “J 
(969) pam’ ° ae ou ‘UOTNJOS UMOIG MOT[IA ‘UOTINIOS £[Da,f JED Jed o1-+ UOTNIOs snoanby  *pa}oev1}.xKe IOJOD ON *” 
*19Y}2 I1JIIv JO ouINJOA [enba Y}IM UOTyN[OS Snoenbe asyeyS “syed *z 
uoAgDS SeoieMslehateiedet ele UeieiaiaNat ele) i<lsis lata Alo cede Padacane onocro od -anqq ystuae13 Io aniq ="OS* poyes}uaou00 a IOTOo Aq ‘asueyo ON ‘I 
HO'’HN 2p ppe uornjos snoonbe of, “paAp you Joo °g 
($6) moja munya sie) sae tans fea akekeice ss elle ve)ePrreliece tale; elenekeqerecele eee ee ee eee eee sie (a's) al ineiie! wileliedis)(oisiisiis) (eels) e/a najie ‘osueyo ON “J 
(AEN) WED AO Bee oes Se eae ee SdINUIU Mj B SUIPURYS UO IO 9DUO 7 97k} 1ID9Id SuIU}SI[S SSaIO[OD “7 
5 “uoT]NOs F[OVN sdosp oz ynoqe ppv uorjNjos snoenbe *99 Of OF, “UOTINIOS JeIOIA Jo a[ding *€ 
(6g) 6 mopjak qupyjaage s**t Tehedesebeie ) shess) sueietsneter tele eole pa oRoenomG 6 WOTNIOs eyUSSeUT JO UOSUNTD) *z 
(48) TIT a8upigy 7 sete eevee. efisC elie) si(e)(s 0) sujal (s\is! oN elisie}isiisi siielal sie! ole Gre) eh efor elle whe letehsiisis edelisiece (elo) a\elietiersliolte “uoTNos UMOIg “t 
IOS*H Pee + pe Aiq  ‘97ey1d1o01d ou pue asueyo ou Jo ayy “4 
(Sg) J asupiQ’ °° eee eee Pe Ce ‘Iappel yon “g 
CLOT E28 UD EO oe epee ease ca oeis sees ahellovel\ellajeleceleile: slits: shore ieee stelelisisae W 0) ekevohelishele: sie siieielejieilsis uoI}Njos uMOIg 
(88) AVE BSUD A ia aw oe are eens Glo ain-qoo0o wold ct oat foo oo © sls o 10 » sieieis wie els ua os Gone sad “WOTINIOS JaTOIA IO gjding 


VOS* poyesjyuaouos + s0joo Arq = *9zejIdide1d Burudysi[s syed ‘10[09 ul asueYD ON| “7 
“UOINJOS FOVN pp® worjnyjos snosnbe oJ, “pai JO WOsuITID *Q_ 
*‘panu1juo)—_AaALVviidlodag ON °Y 


*“PanuljuoDd—19}EM POI UI sIqnOS “T 


“panuyuod—SaOTOD MOTIAA ANV GFONVAO IIT 


849 


ARTIFICIAL FOOD COLORS. 


“roy 


WTIM “ITOH WIM pogiple ‘Cornpos IoJOo 9eYS “par parooo Sf yor “Toyoo[e [Aare Aq poqoeszxe Jojoo ajqesopisuo) “7 


“Joyoo[e 


[Awe yy yorsyxe pue HOVHN Wi aulpeye wornjos snoenbe 3u99 jod roo aye “poAp Joqiy “I 
|'(azg *d) poyjow s,ueut 


Joy, Aq s40j09 wayI1] 10 (veg *d) sso} SUIgoy Aq yoaury209 10y A[YIOIIP 3804 SIO'HN JO worrIppe uo ajdimd saui030q 
uoTNJos JO Jeqy *3S9} JO esinod UI Gq] ‘Hequediey pur TuSa}s0g jo 3s9} SureAp a[qnop Ajddy “10]09 jo azeyidieid ON “D 


(128 10 gis) auixoyd'*'** 
(z1S) VY usogq Rice eanOlG ieistens 


-juaSvor uTUUe} Jo Sdorp May % 1OJOI Jo WOINIOS OF PPV -|NaOSTAOATA LON NOILATOS snoandV ALATICL “EF 
RAR Ey RCI ACS ONC Oh OD HOMCLCTEE ORE LS DaD Duh TNO sss iid > gouaosai0n yf 98uri0 10 MOTIOA sey worNOS ‘9 


ghaico te) alate otenel Chee eee ec QUemwe Ess) 97) * hcl 0S Nea ©. Seip 070 10), & os ke) oger Se hee 5S. gousosaiony Use1s Sey WOTINJOS "70 


‘Joyooe quad rad $6 ur LoJoo Jo WoOINJOS 9IN[!P eoirdaig ‘ajeyidpeid oN “2 


(oS) IUIULD POY shene ee ere. she ehohenerstevetetenere ts) ¢sleuenerene elege S02 ¢nS o> aces qlele sie 0 «8 v6 ea. atahalrenonelaenene. on) .s ath) «0 0 ete hr Oho, .6) ©, ayeyidioeid pei0jod “I 


(104) poom pap4g*** Siicheke ior 


*juoSver uluUE} SdoIp Moy B WOLN[OS snoonbe 0} ppy ‘“peAp Jeqiy “¢ 
sees TVR STERILE PEE EISEG PROS. cept (eo Scorccaseioe mcrae ees as here geome ar SCR de “2 
*(zbg -d) warjuedivD pue 1uB9}SO Jo So} BuloAp a]qnop Ajddy ‘“LNdosaxonTd NOILATOS snoanov ALATIG “F 
"JoyeM PO UT s{qnjOS “T 
‘SUOTOO Gua “AI 


PHOT ONG Ee ack a oe cis 3.5 9 a tensa Mgreleg ciakigugs = 9 oct iecaalarse see eae cea eee eae a Boone ajqnjosuy 
(Sol) mysarngi 0°" Roa domuaropdauoo codons noo ROR eet BES CSC Hediechao vols Leake eee eee ore ce minnie sins Mn STIOS 

*J9JVM SuTIOG YM Jeo, “AIAATOSNT “{ 
ONDUUYp 40 DtdaUAN ++ +*(sysaq yensn Aq Ayquapt pue ysmsunsiq?) “os Ayyenaed Ajuo 10 pezt1ojoo9p JON “9 


(11) feO PN Ser es 
(01) 9 uopng 


e jjey noqe Joy oye 
(91) moyat waymgi rt 


Ph RPI ASEH CUCICN OT OTTS OF CRACOW, UPONOEL MUTI CURT LCN O'O OE LD Deeds Se Gio eron ic is OO EOD spar qysiIg 
Move niet eicusney hel eurtstorsr cue ae ee pain «dalle nel ine Te Smoe heres Saar pee Sones y CUNO REL TED Sy 
%OS*H peter u20U0) pue IO]OO AIG, *SSO[IO][OD ayeIyIy “? 
*I9}]g pure snuru 
Ys pue plow I1}998 Jo sdoip Moy % pue JsNp OUIZ YIM WOLNIOS oTOYooTe jes L, *rgjed 10 aBuRYyD ON *2 
d ciend eraielece ie im erenelpvel6re dleleuexe/ 6.8) suelea6le) S18 \9)8.9) 2.002 chess Leos eee eeeee fe oie: (e) 0168, 05a) eens) bier esas) 1 *yurd 10 WOSUILID) “7 
‘IOH Ppe wornypos oTOYooTe OL “HTANTIOS “¥ 
‘Joyooye uso dod $6 YPM yeorL, “JoyeAA PTOI UT e{qnjosuy “IT 


FOOD INSPECTION AND ANALYSIS. 


850 


(gz 10 Llz) ausandundozuag’**** scr ttt ttt tsetse aqgeqdiaid pue anyq yzeq 
(091) TS VEMDOIUO Ty ANG ae ei eas pa ate Bae tis a aie A ae a aaa 2 cL UU OLO NI 
‘IOH sdorp $ ppe uornjos snoonbe ‘99 OL OF, “WOSUIIID Taqiy “pI 
“UOINJOS FOFN Pp® Joqy peAp OJ, “ong pesojoo Jeqiy *9I 
‘JOH peveaqusou0s YyIM Joqy paAp y¥a1], *pej9e1}Xe IO[OD ONT “gz 
(€z§ pure oz) DEUO ET DSO POE ae TIS eis Sie hee ae cna ae ane tat Seta US SOTO, 
USOLY ICL cere ecee Pied okesaic ve liao cheseacnenesnuicseleoleun ie oust creaeie leu) eleaerel sales cus dened TODS OLONTONG 
*JoY}O O1}O0e [VINIU UI VATOSSIY “YSIMOT[AA Patojoo AaqIy *9z 
(QZ) agnqusqns 714947 
(62) ATAE anzysqns p1yI4V 
(UL) UBROD ORY er ene oot eek ccinainns tiette 2.6 7s Ping 7 aria cae ics ee tamer a 
*JOYOo[e [AUIS [VAIN Ul BA[OSSIQ] “WOSUULID poi0jO JoqIT “II 
‘OH poresqueouos YIM Joqy padp yea1f, *payIeI}X9 1O[OD ajqeIopIsuodD “gr 
“JY 9 O1J9IV YIM UOINJOS Pe yoRI}XGY “JOAC] JOYJO UI ATOSSIP JOU S9Op IOTOD “Dz 


| cceteceeeeeieceieceeceecerecesscsscsssqugosoiong 20N 


(grr) piuasD py Se ee oud fokieitae Tre eine ood 59/40 [091 St YOUAS ‘JoAR] Joy} 0FUL sassed IOJOD ‘DI 
“ureSe ayeYs pue FOVHN YIM ourpeyle uornjos ayey “Jay}9 Aq payovs}xa jou JojoD *h 
(zor) P pas yspg’ 7 * °°" ayezdioard umosq-MoTaA “[OH-+ ‘por e8ueIO 10Joo Jo uoHNyos snoonby 
‘osueyd ON 
(14) uisoa oz a das Wolo. Te lols TERI OD 0 OCORIID OUD TOD SER UO OCG CUA 20D FG OND DI 9D ALoy ANA (els) NNO) | at LOT MNOS 


“EIUOLUWIE Pp¥ UOTNIOS snoenbe Of, “pad 10 aduvso JoAe] J9Y}o ‘per SuTeUtaI JoAv] Snoonby *Dz 
[WON]OS payIplow WOI} Joyo YPIM WOTDeIZxO 
Aq paytand Aynyjared ‘10]09 oy} Ul UIPOr pue ULIO[YD 40g BuTUIUIIA}Op IO Joy Buryse} Aq AjUYeII99 
YIM peysmBuysip oq Afuo ueg ‘aduvso par si ulsoryzé1a ‘yuId st uornjos esueg asoy] 
€zS 10 ozS) yosuag aso 
( ae en es) POR RTE Pa Cony ery a HE RGR ae, 
*1ahB] I9Y}9 OJUI sassed IOjoo a]qeiapIsuoD *w 
*“panuyuoj—poAp IIquy *I 
*panutjuoj—aiojoo jo 93e}1dID01d ON *D 


| “‘panuyuoj—INAISTAOATL LON NOILAIOS sAoANdV ALATIC ‘g 
“PINUNUOD—I9}VM POI UI V{qnjoS °T 


*‘panuyuoj—SdOToOo dia “AT ; 


851 


ARTIFICIAL FOOD COLORS, 


“HOINOS JOjoo snoanbe ut ‘umye YIM poyuepsiour ‘oom aq “pap jou IJAqHy *z 


(691) gZ JOJIDIS UNBDOU TD 2 Nai 282 ween ee ne ela a SIOIC IE DEG ‘938 }1dIDa1d pez Saornyos YUlg “pz 
(C9) es FE TansS DRM igy: © VO OD 9D OSS OG CoduOGED bo DAD oa Ko e ayeydiosid a8uei0 ‘uoIyNJos MoTJaA “PI 
‘UOIINIOS 93e}00eqGnS peel Pp® Worynjos snoenbe oy, ‘uMmoIq Ieqig ‘22 
(6S1) J974DIS qsof ORR Ghape 2 POO DRDO DO ARG DanG (odo ehooosddsdooGe oat isl sine ence crete) gdand Joqhy ‘II 
‘uOIINjOS HON ppe ou peAp of, “wornjos ong ‘gz 
(91) JaJADIS W129049 JUDINILAG Ug ies fe OO ODEO OCT OR UG DOUGH ODU Onn rODOD den oId0b 50006 “-doRNyos Rese “QI 
VOS*H Lag tess Pe Jojoo Aipoy, ‘onig ‘or 
(S9) ba RYZE SUL Ot ont in ie aaa nn DOR RO OORT SOO COMO AG CoWEG Doh wonicuceGCadcanoogds ee ane ajdmg “FE 
(‘Sg -d osye 999) 
(z9v) DIUBSOUL PID "9 2th ere ase eee Ne ee eae ee cee ase cw essere nrnane ‘paziiojooep o}mb 10 AjrVaNy “0b 
ELS AMY hg fx 2 SOROS OG DOO OOS OUODO COC noOG undo uED HONG d ac Com DigoNA "+ "*eqUaSeUL Io WOsUTLID "2c 
(ES) ye maurys09 qunyjag’*********a8ueI0 St peg a ei pi $}9¥I}X9 IaAR] BU0JIIY 
(901) PW pas jpaury90j°*** °° EEE SDSL SSS) OBO TOE (S SHODDY QL SRAY/ 


*9U0}908 [eINoU 
jo 9UNJOA Jenbs YIM JovI}Xe pUuv 4[eS YIIM UOTINJOs snoanbe ozemje¢ ‘ayeyId1ei1d ON “pz 
(SS) ye NDIIUO T isle] ie) *) @ita) (eipwile liane, see ae Ce ry CaCO Ct er Sd CEP Ona ONS ned ‘a7 eyIdID01d ON 
(9S) DE MD29U0 Tiel )O) ole) el Wen WS, ‘etal, C6) \e/ iota Heine: -@) amere\re) eg) @)(6)« Bylo! (ey wie ee *9qeqidiooid aSULIO 
“UOTINJOS *[a,J Js Jed Or ppv UoTNJos snoonbe oy *ayeqIdtoead UOSUILID) “pI 
“WOHNJOS “Deg Jue Jod or ppv uorynjos snoonbe yao rad 10°0 Of, ‘par aBueIGQ ‘a1 
anes Jod 10° ©) eopme Snoonbe [e1yNauU JO JO[OI 9JONY “JayTVOS JO ace, “gz 


(Boia) Oy EIS ¢ Ae I oR aac sects i ee "JOAWS IOAR] oyoore [AWW—pojzoeI}X9 IOJOO YON * 
(401) yyupapup tt ores reese sss <*“par-YstuMorq St 10[09 AIG—uonnjos per sayxIeq 
(801) YO mpanuUog’ *** "t+ tr tt treet tees ee ss sMOIG-MOTTIA SI 10J09 AIqQ—uonnjos MoTJaA 47117 


“uOHNOS HOCN Pp? uornjos snoanbe Of, *pa}oe17X9 JOJO ON ‘IT . 
‘Joyooye [Aure y}IM oyVYs pue [OF YIM uonrnjos s0joo snoanbe APPLY “jeJorA 10 afdimg *g1 
"OS"H peyes}UaU0D pp¥ 1OJOd Arp OJ, *Jo[TeOs IO UOSMMTID “oT 
‘TOH Peewee WHIM Joqy pedp yea1L, “po}oeI}Xa IOJOO ou sou a) 
(S9) CS TILU MEST 1? OAD OD DSTO SRO OONG D730 COIN OC oC Dhano.oKnrue ob O's *-equoseur perojoo Jaqiy "2G 
(£91) g noaouog spy \ 
‘9918 ='QS*Y pezerjuouos ppe Jaqy pedp oy, *za]01A UMOIG IO UMOIG IOqLy “pz 


FOOD INSPECTION AND ANALYSIS. 


852 


(SoZ) FOTN (ae LOM me CULE Yi) ¢ pa dan OTTERS CO SCL OSCAR SHEN LIRHIALOPD O10) CUD DSO ONY DE COED DD OD EO ORES AND Ores a edna La 


-por Ul ‘SutAyipoe uo ‘payeyidioaid Ajazajduioo ‘10[09 pas-uMOIq YIM “ITeX[e VIN]Ip Url a[qnyos ‘197eM JOY UI UaAd sfqnjosuT AJIVeN “J 


IUUUDYJAD SUIAJIPIO’ UO pad PadP SI WOINIOS oUT[eY[e Ul PoSIOUIUI! U0}}09) UOIJNIOS asuvIO SULUIO}; ‘Sal[eX[e Ul SAATOSSIP JOJO *D 

(102) DOOD PLSD Leg GONE I ee Plea PN te Roo are ic Ae A einiats a [ade en suslo te lelniteliel slieds),'= “uoNnyos MoOT[eA-UMOIG quaosaionyp.y “S 

(67) DO Re Cy gear gee a ae a aE iO A RA OO CORO CODE POOR eS CeO Y bof Saigoog Joop ono oon God UOIN]JOS Osu Z 

(€v1) TIT wopng:*** wjiellelisial eu) -0ice) elise) 'e Reinier Pisrissiistel chin ene siel.@ [oical ane ove, leer eiay'e lalieliv| je elie). ec. el-eike)/e Pale) ol emule Meledleusi tons taUaleueMeley operon WOIINJOS on[q-YstUseIy, “T 
¥OS*E] poyesqusou0D pp IOjoo AIp OF, *g 

unuupgyy sitters SB. FStESO c Boe o nooo POUR nAco onUDnD ot oooONUDIHneOORNC 


201d = FO FIN Ppa Vor mos OuC oT Oaavs 
“I9JWM P[OI UI s[qnjosuy ‘*]]T 
(Qian) GAMER jipe CC OP e200 205 cacy ** + > pazitojovep = UOTINIOS FTOBN Jue Jad or ppv Joqy peAp oy, “jusoseiony yOu suolnyjosg 2 
GED ATAPI EXO O CORE BECO ODI OPIS “WOSUILID = UOTINJOS FIN Jeo Jod or ppv Joqy peApoy, ‘jusseiony suolnjos “1 
‘gUC}90¥ Ul OSTe puv joyooye [AuIv Io [AG}O UI IOJOD aAjossIqT ‘9}¥yIdIoa1d pa10joD *9 
(10L) poom pzvig coe. Cem ec cee nee renee rere seep esees et TOE O OOO OOO Oe odo Aa ao Oo doo ed por 1Y31Iq par0joo JooM, “g 
(zoL) POOMSOT = sarees ri2; #109 ee agelel wlohe eieleneies 18! sXere ese we eee dele cena oe eek 3 [OTARU STAC La LORS ELL] per0joo JOOM “70 
*“panu1yuoj—pohp Ou Jaqiy *Z 
“panuyuoj—po2}IeI}X9 IOJOD OU ysOWTY “g 
*panuyuoj-—INAOSAAONTA LON NOILNTOS SAOANOV ALATIC: *F 
‘panuyuoj—19YeM PJOI UI IIqnToS *] 
‘ponurwoj—SAOTOD Gaia “AT 


ARTIFICIAL FOOD COLORS. 853 


with the aqueous layer, and compare with the latter. Dyeing tests may be 
made on the solution thus obtained. When the solution is decolorized by 
acid or alkali during shaking with an immiscible solvent, separate both 
layers and neutralize both in order to find the relative portions of color 
in the two. 

Direct Identification of Colors.—In identifying the colors commonly 
used in food, it is frequently possible to ascertain the color or group of 
colors present by making direct tests with various reagents, either on the 
dyed fiber or on the dry coloring matter, or in a solution containing it. 

Many tables for this purpose are prepared, but they are never com- 
plete by reason of the many new dyestuffs constantly introduced. Such 
tables are to be found in the works of Allen, Schultz and Julius, and 
Mulliken. While it is true that the limitation of the dyes suitable for pur- 
poses of food coloring imposes a somewhat lighter task on the food analyst 
than that on the chemist who has to deal with all varieties of commercial 
colors, yet it is obviously impossible to make a complete list covering even 
the restricted field of food colors. Doubtless there are colors long well 
known that would serve admirably for this purpose, but have never yet 
been tried. 

Reactions. of Dry Colors or Dyed Fibers.—For the purposes of the 
food analyst the table of Mathewson* (pages 854 to 858) is well adapted as 
it includes colors which actually have been found in foods, being the same 
colors as are also included in the table on pages 868 to 875. 

The analyst should be provided, for standards, with as complete a 
collection of known purity dyestuffs as possible covering the colors he is 
likely to meet with in foods, and should make comparative tests, if the 
slightest doubt exists. If the unknown color is apparently not found in the 
table, and the more exhaustive tables are unavailable, it is still possible 
to locate the dye, by making similar tests on other standard colors sug- 

_gested by the behavior of the unknown color, and carefully comparing 
them. 

Most difficulty is encountered when the coloring matters are mixtures 
instead of simple dyes. In this case it is recommended to resort to syste- 
matic separation by immiscible solvents as elaborated by Mathewson 


(page 859). 


* Separation and Identification of Food-coloring Substances, U. S. Dept. of Agric., Bul. 
148, Pp. 37-45. = a. 
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Separation of Colors by Immiscible Solvents and their Identification.— 
Mathewson’s Method.*—(a) Preparation of the Solution—Make a 9.05 
to o.o1% solution of commercial colors. Take up candies, syrups and other 
saccharine products in hot water. Evaporate or dilute wines and liquors 
to less than 10% alcohol content. Extract fruit products, flesh foods, and 
similar products with 80% alcohol containing a very little acetic acid to 
remove basic colors, cochineal, etc., and the residue with 65 to 80% alcohol 
containing 3 to 5% of ammonia. Boil both extracts until the alcohol is 
reduced to less than 10% and ammonia is nearly removed from the second, 
then combine. It is often preferable to add strong HCl directly to strongly 
colored jams, sausage, etc., extract with amyl alcohol, and shake with 
salt solution and other aqueous solvents. For procedure with cereal 
pastes see pages 366 to 369 and with butter and other fats, pages 557 to 560. 

Whatever the method of solution treat the aqueous liquid with sodium 
carbonate if acid, or with acetic acid if alkaline, until neutral or slightly 
acid. Suspended matter, other than precipitated dye, should not be present 
in considerable amount. Too great color concentration (over 0.1%) of 
food extracts is rarely encountered. Large amounts of sugar, glycerol, 
etc., affect somewhat the solubilities. 

(b) Separation.—Since most coal-tar dyes are accompanied by sub- 
sidiary dyes those present in largest amount should be first carried through 
until identified. Colors of fruits and flowers being usually unstable, 
especially in alkaline solution, are best tested for in a separate portion. 
The table on pages 868 to 875, based on 0.01% concentration, is more 
useful than an analytical key. The following outline is for complicated 
mixtures. Ordinarily the analyst will vary the procedure according to 
probabilities. A preliminary dyeing test is advisable. 

1. Add to the solution NaCl equivalent to 5 to 6% and shake with 20 cc. 
or more of amy] alcohol, repeating the treatment once or twice if considerable 
color is extracted. Wash the combined extracts, if colored, once or twice 
with small portions of 5% NaCl and add the washings, if also colored, 
together with any suspended matter, to the extracted solution. 

2. Add to the extracted NaCl solution half its volume of concentrated 
HCl and shake with amyl alcohol as before. If the extract is colored wash 
once with 4N HCl (1: 2) and proceed according to sec. 6; if colorless, 
even after adding NH4OH, reject as most strongly sulphonated azo colors 
are absent. For procedure when naphthol green is present see sec. 18. 
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3. Make the extracted acid NaCl solution, which may be nearly color- 
less, slightly alkaline with NH,OH, then slightly acid with acetic acid. 
If then colorless reject as strongly sulphonated triphenylmethane green and 
blue dyes are absent. If green or blue shake with enough dichlorhydrin 
to give a lower layer after separation of 20 cc. or less. If a blue color is 
extracted repeat once or twice, wash the combined extracts with a little 
NaCl solution and examine according to sec. 5. 

4. The solution after the preceding extraction may still contain natural 
colors (fruits, etc.), acid magenta (No. 462), and large fractions of acid 
yellows (Nos. 8 and g) although these latter are chiefly extracted from the 
acid solution (sec. 2). To detect No. 462 apply the nitrous acid test, dye 
test, etc.; to separate it add HCI until over N/4, allowing for ammonium 
acetate, shake with anilin, wash the extract with 5 to 6% NaCl in N/4 
HCl, and remove the dye with water. Before testing make alkaline and 
remove the dissolved anilin with several portions of carbon tetrachloride 
or benzene. Commercial acid magenta contains various sulphonates and 
yields derivatives of greater solubility in organic solvents. If the color 
of the extracted acid salt solution is entirely due to Nos. 8 or g it will be 
orange red, becoming yellow on neutralization. Nitrous acid, etc., give 
characteristic reactions. 

3. Dilute the dichlorhydrin extract (sec. 3) with 3 to 4 volumes of car- 
bon tetrachloride and remove the color with a few small portions of water. 
Shake the combined washings once with carbon tetrachloride to remove 
dissolved dichlorhydrin. The washings may contain higher sulphonated 
triphenylmethane dyes or sulphonated indulin, with large amounts of 
subsidiary products. Their solubilities cannot be definitely established. 
Compare their properties as given in the tables. 

6. Wash the amyl alcohol extract of the acid salt solution (sec. 2), 
if colored, 4 to 5 times with N/4 HCl, keeping the washings separately and 
reserving the washed solvent for treatment according to sec. 7 or 8. Nos. 
108 and 692 predominate in the first washings, which owing to HC] dis- 
solved in the amyl alcohol, is high in acidity; Nos. 106, 107, and 94 come 
out chiefly in the third. Vary the procedure according to probabilities. 
The color of the washings will usually show if more than one dye is present 
in considerable amount. Separate Nos. 106, 107, and 94 from No. 108 by 
2N HCl and amy] alcohol and from Nos. 692 and 8 by 8N H»SO4 and amyl 
alcohol-gasoline (1:1). Wash Nos. 106, 107, and 94 out of the latter 
solvent with a little water, add at least half the volume of concentrated HCl, 
re-extract with amyl alcohol, remove H2SO,4 with a few portions of 4 to 6 
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N HCl, and finally wash: out the dye with water and evaporate to dryness 
on a water-bath. Test with cyanide, etc. Separate the dyes in the H,SO4 
solution with anilin (page 868). Use anilin and 5 to 6% NaCl in N/4 HCl 
to separate No. 94 from Nos. 106 and 107, removing the anilin from the 
solutions, after making faintly alkaline, with carbon tetrachloride. No. 692, 
which like No. 8 is of indefinite composition, may be separated from azo 
dyes by cautiously adding powdered sodium hydrosulphite (NagS2O4) to 
the acid solution, then shaking with air to restore the blue color. Reduction 
by this reagent in an ammoniacal solution, avoiding an excess, destroys 
Nos. 106 and 107 while No. 8 is merely converted into the hydrazo compound 
and may be restored by shaking with air. No. 692 is destroyed by warming 
in an acid solution containing a little urea and a drop of 7% sodium nitrite 
solution, while Nos. 106, 107, and 108 are scarcely attacked. Dyes of 
this group are much used in foods. 

7. Wash the amyl alcohol extract with N/16 HCl same as previously 
with N/4 HCl. Omit if Nos. 14 and 188 appear to be absent. 

8. Dilute the amyl alcohol with an equal volume of gasoline (sp.gr. 0.65) 
then wash successively 2 or 3 times with N/4 HCl, N/16 HCl, N/64 HCl, 
N/64 C2HsO2 and N/64 NaOH. Wash with the alkaline solution even 
if the preceding appear to remove all the color as some weakly acid 
dyes (mostly of other groups) are nearly colorless in neutral or acid solvents. 
Study the solubilities as given on pages 869-872 inclusive. When the 
fractions appear to contain more than one dye, refraction until pure. 
Test for No. 4 (nearly colorless in acid solution) by adding HCl to the first 
strongly acid washings until 2N, shaking with washed ethyl acetate, and 
treating the latter with alkali. If a yellow color is obtained treat in like 
manner the remainder of the fractions containing it. Reserve the N/64 
C2H4O2 and NaOH washings until the neutral NaCl amy] alcohol extract 
has been tested, as this will contain the bulk of the dyes, or mix these wash- 
ings with the corresponding ones of secs. 11 and 12, or omit these washings 
entirely and mix the amyl alcohol-gasoline extract after washing with N/64 
HCI with the similar mixture of sec. ro. 

g. Chemical methods of separating closely related dyes: (1) cyanide test 
(page 866) for separating R-salt derivatives (Nos. 55, 56, 65, 15) from mix- 
tures with isomers; (2) reduction and subsequent oxidation methods for de- 
struction of azo and nitro colors in presence of most other colors (see pages 
866 and 867); (3) cautious reduction in NagCO, or NH4OH solution 
whereby oxyazo dyes tend to be attacked more rapidly then aminoazo 
dyes, allowing for new dyes formed by partial reduction of polyazo or 
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nitroazo derivatives; (4) bromine oxidation (page 864), halogenated fluores- 
cin derivatives (fully substituted) being more resistant than most other 
colors in acid solution and No. 4 than most azo dyes in alkaline solution, 
but the test is seldom so satisfactory as extraction with ethyl or amyl ace- 
tate and fails when Nos. 62, 64, 65, and 188 are present owing to blue 
substances formed. 

10. Dilute the amyl alcohol extract of the NaCl solution (sec. 1), which 
contains practically all the basic dyes and most acid dyes of low sulphur 
content, with an equal volume of gasoline, wash a few times with N/64 
HCl, and treat the washings, if colored, according to sec. 11. Wash the 
extract with N/64 C2H4O2 and. treat the washings according to sec. 12; 
then, to remove eosins and (in general) unsulphonated, water soluble, 
acid (phenolic) dyes, wash with a few portions of N/64 NaOH and treat 
the washings according to sec. 13. Finally wash once with very dilute 
C,H4O¢ and, if still appreciably colored, evaporate to dryness on the water- 
bath, and examine the residue according to sec. 14. 

11. Makea small portion of the N/64 HCl extract (sec. 10) alkaline with 
NaOH, shake with ether, and treat the usually colorless ether solution with 
dilute C;H4O2.* If a color appears, indicating basic dyes, extract the 
alkaline portion once or twice more to learn if acid dyes are also present. 
In the presence of both, add NaOH to the main portion until of normal 
alkalinity, shake with ether, and remove the basic dyes from the combined 
ether extracts first with N/64 C2H4Oz and finally with dilute HCl. Omit 
this treatment if acid dyes are absent, since most basic dyes (especially 
auramin) decompose in alkaline solution. The basic dyes may be further 
fractioned from amy] alcohol with dilute HCl, from ether with dilute alkali, 
etc. After removal of the basic dyes with ether add to the alkaline solution 
HCI to normal strength and shake with amyl alcohol-gasoline. If a color 
is extracted it will probably be a minor portion of one obtained according 
to sec. 8 and may be further fractioned with the main portion or separately. 
Reduce the N HCl to N/4 by adding NaOH and shake with carbon tetra- 
chloride-dichlorhydrin (3:1) to extract lower sulphonated triphenyl- 
methane dyes, then add more tetrachloride and wash out these dyes with 
water. 

12. Fraction any monosulphonated monazo dyes in the acetic acid 
solutions of sec. 10 (chief part) and sec. 8 (small part) with amyl alcohol 
and N NaCOs or with ether and dilute HCl. 


* Witt, Zeits. anal. Chem., 26, 1887, p. 100; Weingirtner, ibid., 27, 1888, p. 232. 
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13. The main part of the eosins and unsulphonated water-soluble dyes 
are found in the N/64 NaOH of sec. 10. Fraction the eosins between 
N NaOH and amy] alcohol or amyl alcohol-gasoline (3: 1). Acid dyes 
with basic tendencies (Nos. 510, gs, etc.), differ from the others in being 
extracted in smaller amount from strongly than from weakly acid solutions 
(pages 871 and 872). The amyl] alcohol-gasoline solution (sec. 8) may 
also contain these dyes although usually in small amount. Most natural 
colors appear in the N/64 NaOH solution. 

14. Moisten the amyl alcohol-gasoline residue (sec. 10) with a small 
drop of alcohol, add ether, and N/64 HCl, and shake. If the acid layer 
- is colored (rhodamins, possibly basic dyes) wash the ether with further 
portions. If the ether is colored, wash a few times with 4N HCl, neutralize 
the washings, and treat according to sec. 15. Finally wash the acid out 
of the ether with water, evaporate to dryness on the water-bath, and treat 
the residue according to sec. 16. 

15. Dissolve the oil soluble dyes from the neutralized solution (sec. 14) 
in gasoline and fraction with 70 to 90% methyl alcohol (page 875). Ortho- 
tolueneazo-6-naphthylamine, although decomposing rather rapidly in 
strongly acid solutions, like its lower benzene homologue, is extracted slowly 
by acid from an ether solution. Probably the dyes undergo rearrangement 
before forming water-soluble salts, both forms decomposing by prolonged 
standing with acid. 

16. Add to the ether residue (sec. 14) methyl alcohol, water, and NaOH 
solution, sufficient to make the alcohol strength 80% and the alkalinity 
N/4, and shake with gasoline. No. 666 anda-naphthol derivatives remain 
chiefly in the alkaline liquid. Treat the gasoline again, if necessary, then 
according to sec. 17. 

17. Separate sudans further with gasoline and go% methyl-alcohol. 
Shake the gasoline solution with 85% phosphoric acid to which has been 
added 10 to 20% of H2SOuz, thus separating from oily impurities although 
with probable destruction of some of the dye. These colors, like those 
of secs. 15 and 16, may be almost quantitatively removed from gasoline 
by 90% phenol and purified by redisolving in alkali and again taking up 
with ether or gasoline. 

'18. To avoid decomposition of No. 398 in acid solution, extract the 
neutral NaCl solution with dichlorhydrin, wash once with benzene to remove 
the dissolved solvent, make N/2 with HCl, and shake with anilin, adding 
the latter first. Fraction from the anilin solution with N/4 to N/64 HCl 
containing 5 to 6% NaCl. 


864 FOOD INSPECTION AND ANALYSIS. 


(c) Bromine Test.—This is useful in examining the fractions for azo 
and azin dyes in the presence of natural colors. To 5 cc. of the solution 
(0.005 to 0.01%) add drop by drop slightly more 1% bromine water than 
is required to destroy the dye, then a few drops of 3% hydrazin sulphate 
solution. To half of the solution add a few drops of freshly prepared 
10 to 20% alcoholic a-naphthol and an excess of NagCO3; to the other 
half. only NagCO3. With azo compounds sodium formate may be sub- 
stituted for the hydrazin salt. The reactions belong in classes as follows: 

A. Azo dyes which with bromine in acid or neutral solution become 
colorless, pale yellow or orange and with hydrazin sulphate are colorless, pale 
brown, or pink, the color being more marked when nearly neutral. With 
a-naphthol and NazCO3 a pronounced color appears but with NagCOs 
alone no marked coloration. If the first component of the original dye 
was an unsulphonated amin the new color (¢) may be removed by ether 
from the alkaline solution imparting usually an orange color changing 
with a large excess of strong HCl in most cases to violet or blue; if the 
new dye (w) is sulphonated it will not be extracted by ether. The new 
dye may be fixed on wool from a suitable solvent and identified by spot 
tests. The following dyes belong in this class. A (e): 14, 21, 20, 53, 55, 
50; 140,°854; 13, 54, 1575.20, 10.. Aor C (¢): 7/18. An(w)sa108,.0.79) 60, 
399, 106, 94, 105, 164, 169, 163, 170, 84, 328, 85, 86, 97, 139, 95, 88, 92, 102. 
Aor AA (w): 107, 93, 103, 139, 101. . A or C2 107, 20s 4 faimpertectiy) 
318, 287, 220, 269, 240. Of the oil soluble colors in the tables all belong 
in class A but quinophthalon which in 60% C2H4Oz gives reactions of class 
B. Class A also includes 277 and 78, the latter requiring addition of 
some alcohol before a-naphthol. 

AA. Azo dyes reacting like those of class A in HCl (N/2 or above) 
solution. In neutral solution the reaction is less trustworthy as other 
oxidations take place, blue and other colors being produced with NasCO3 
alone which, excepting 62, 64, and 6s, is less intense than those of the origi- 
nal dyes. Bromine bleaches 62, 64, and 65 in N/4 NagCOs but an intense 
blue appears on adding hydrazin sulphate. AA (e) includes 62, 64, and 
65, AA (w), 188. 

B. Azin derivatives, etc., bleached by bromine in neutral or acid solution, 
the color being restored by hydrazin sulphate. With typical members the 
color may be again bleached and restored. NazCOs, also w-naphthol and 
NazCOs give no change other than that shown by the original dye with 
alkali. Class B includes 604, 605, 667, 606, 534, and 562. 546 reacts im- 
perfectly and 584 belongs to class B or C. 
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C. Dyes giving precipitates at dilutions as high as 0.01%. This class 
includes most basic dyes. 

D. Dyes giving marked color changes in neutral or faintly acid solu- 
tion. As the color usually appears with a trace of bromine and is destroyed 
by an excess the reactions are unsatisfactory. NHydrazin sulphate produces 
no color change except that due to removal of excess of bromine. The color 
with a-naphthol plus Na2COs3 is the same as with NazCO3 alone. Most 
yellow colors become brownish, other colors usually ill-defined. In acid 
solution the.dye, as a rule, is merely destroyed by bromine same as with 
class E. Class D includes 434, 435, 436, 480, 507, 438, and 433; class 
D or C, 496, 427, 428, 505, 499, 504, and 502. 

E. Dyes similar to those of class D but showing with bromine no change 
other than bleaching. Class E includes 439, 440, 602, 692, 398, 4, 706. 
Gini 320. AOss SEZ hI, SLOnh 17.525, 520,621, 523,° 2,83, 0070 7,408, 
464, 442, 476, and 658, class E or C, 650, 425, 426, 451, 452; class Z or D, 
491, 462, 639, and 448. 

fF, Halogenated fluorescin derivatives and similar dyes very resistant 
to bromine. Non-fluorescent iodine compounds tend to become yellower 
and develop a green fluorescence. No. 510 gives eosin. 

(d) Nitrous Acid Test——Most common coal-tar dyes in dilute solution 
do not react readily, but some show marked changes due to diazotization 
of free amino groups, formation of nitroso compounds, or direct oxidation. 
To the water solution add 2 to 3 drops of strong HCl and 1 to 2 drops 
of 7% sodium nitrite solution. Add 1 cc. or an excess of 3% hydrozin 
sulphate solution, after standing a few minutes in tase of blue and green 
dyes. To half of the solution, after } to 1 minute, add a few drops of alco- 
holic a-naphthol solution and NazCO3 to strong alkaline reaction; to the 
other half for a check add only NazCO3. The following gives reactions; 
others in the table pages 868 to 875 show no color changes except those 
due to the acid oralkali. 462: NaNOsz, blue, then colorless; a-naphthol— 
NazCOs, orange. 439: NaNOz, yellow. 491: NaNOzg, violet (slowly). 8: 
NaNOzg, much paler; a-naphthol—NaCOs, deep blue (Hesse). 9: NaNOg, 
much paler; a-naphthol—NazCOs, red (Hesse). 89: red solution; NaNOz, 
yellow; hydrazin sulphate, red again. 692: NaNOz, slowly oxidized to 
yellow isatin derivative. 398: NaNOz, brown. 21: NaNOzs, slightly 
darker; a-naphthol—NazCOs3, dull green black. 318: NaNOsz, pale 
and redder. 480: NaNOsg, slowly attacked. 84: NaNOg, redder. 507: 
NaNOz, bluer. 85: NaNOs, paler. 95 and 88: HCl, crimson; NaNOz, 
yellow; hydrazin sulphate, crimson. 101: NaNOs, paler. 220 and 229: 
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NaNOo; slightly paler. 562: scarcely attacked; in 50% acetic acid 
NaNOz gives same change as bromine. 584: NaNOs, blue; hydrazin 
sulphate, red. 448: a-naphthol—Na2COs, wine red; in acetic acid solu- 
tion, NaNOsz, first blue, then colorless. 427: NaNOs, reddish. 17 and 
18: NaNOs, paler; a-naphthol—NazCOs, redder. 505, 499, 504, 502: 
may appear bluer with a-naphthol—NazCO3. 16: NaNOs, slowly de- 
stroyed. 7 and aminoazotoluene: NaNOz, paler; other reagents red. 

(ec) Cyanide Test.—This is based on the reaction, discovered by Lange, 
of the second component of certain ortho-azo dyes with KCN the 3-sulphonic 
group being replaced by cyanogen. Heat to cc. of the color solution, 
t cc. of 20% KCN solution, 1 cc. of 20% NH4,Cl solution in a test-tube 
in a boiling water-bath for 5 to 8 minutes. Carry along tests with known 
dyes at the same time. The common nitro dyes become brownish or red- 
dish, certain azo dyes react as follows: 108: warmed 8 minutes dye nearly 
all changed to orange or yellow substances; warmed until dark red (1 to 2 
minutes), strongly acidified, and washed with 2 N HCl, practically no 
color removed; subsequent washing with N/4 HCl, blue red dye removed. 
Azorubin S. G.: apparently unchanged by cyanide. 106: solubility un- 
unchanged but much color destroyed on long heating; 10 cc. amyl alcohol 
extracts the color from the cyanide mixture acidified with 5 cc. conc. HCl 
and gives it up to N/4 HCl. 107: cyanide mixture pale brown; treated 
same as 106, color remains largely in amyl alcohol; color destroyed on 
long heating. 14, 20, 21, 52, 53, 62, 64: dye unchanged; cyanide mixture 
acidified with 1 cc. glacial C2H4Oz gives up little color to 5 to ro cc. amyl 
alcohol. 15, 55, 56, 65: cyanide mixture pale brown; treated like pre- 
ceding dyes, gives up most of the color to amyl alcohol. 

(f) Reduction and Reoxidation—The reagents are those introduced 
by Green, Yeomans, and Jones. Drop into the neutral solution a few 
particles of powdered sodium hydrosulphite (NagS.O,4). If no color 
change appears at once, warm and add more reagent, avoiding an excess. 
If reduction and consequent decolorization takes place shake thoroughly 
with air and, if no color reappears, warm and allow to stand a few minutes. 
If still practically colorless drop in a little potassium persulphate. Dis- 
regard slight yellowish or brownish tints produced by air or persulphate. 
The reactions with most of the dyes on pages 868-875 belong in three 
classes : 

A. Decolorized (or nearly) with hydrosulphite; remain colorless (or 
nearly) with air and persulphate: 108, 8, 9, 89, 106, 107, 94, 398, 108, 
_ 14, 20; 93) 53) 55s 105, 4, 56, 62, 64, 65, 103, 139, 164, 163, 84, 1, 328, 85, 
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Ban OUs 0754 e200 157,05, oc,,02, 101,102, 20, 220, 269,2, 3, -10, 
240, 197, 201, 17, 18; slowly decolorized, 21, 287, 78; bluer, then decolor- 
ized, 318, 169, 170, 146, 154; browner then decolorized, 277. 

B. Decolorized with hydrosulphite but original color restored by air 
or persulphate: 440, 692, 483, 468, 464, 650, 639, 584, 448, 451, 452, 427, 
428. The following are nearly decolorized with hydrosulphite or change to 
the colors noted and the original color is restored with persulphate: nearly 
decolorized, 462, 710, 438; slowly paler, 439, 442; much paler, 480, 510; 
much paler (with excess), 512, 515, 516, 527, 518, 520, 521, 523; - pale 
olive, 602; pale orange, 604, 605; pale yellow, 606. The following are 
nearly decolorized with hydrosulphite and the color is partly restored with 
persulphate: 434, 435, 491, 496. 

C. No change with hydrosulphite: 399, 667, 706,546, 507, 707, 658, 
425, 426, 505, 499, 504, 502. No. 476 is not readily reduced. 

Certain dyes do not belong in any of the preceding classes: 436 becomes 
very slowly palerwith hydrosulphite; 6 becomes dark, then pale and with 
persulphate pale reddish; 433 is paler with hydrosulphite and greener with 
persulphate; 534 and 562 in alkaline solution become red (slowly) and 
yellow respectively with hydrosulphite and the colors are restored by per- 
sulphate. 
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CHAPTER XVIII. 
FOOD PRESERVATIVES. 


Preservation of Food.—Various processes have from ancient times 
been known and used for arresting the fermentative changes which food 
products in their natural state undergo on long standing. These proc- 
esses include pickling with vinegar, drying, smoking, salting, preserving 
with sugar, and finally in the employment of heat in sterilizing and pas- 
teurizing, and of low temperature as in cold storage. All of them are 
still in use, and are universally regarded as unobjectionable. In addi- 
tion to these old and well-known methods of food preservation is the 
comparatively modern practice of arresting fermentation by the use of 
such antiseptic chemical agents as formaldehyde, beta-naphthol, boric, 
salicylic, benzoic, and sulphurous acids or salts of these acids, etc., in 
regard to the wholesomeness of which there is considerable difference 
of opinion. These substances depend for their efficiency on the more 
or less complete inhibition of bacterial growth. Nearly all exert a power- 
ful antiseptic influence, to such an extent that to accomplish their object 
only small quantities need be used in food. 

Apart from their toxic effects, a marked difference naturally exists 
between the employment of such substances as salt, sugar, and vinegar 
for food preservation, all of which are in themselves foods, and in the 
use of chemical agents that have no food value. The advocates of 
the use of chemical antiseptics claim that there are no authentic instances 
on record of injury from the use of such small quantities of these sub- 
stances as are necessary to arrest decay, while there are many cases of 
injury arising from the use of foods which, while apparently wholesome, 
have undergone such fermentation as to develop ptomaines or other 
harmful toxins, and that because antiseptics prevent such spoiling of the 
food, their use is decidedly beneficial; that there is, besides, no more 


reason why a prejudice should exist against the employment of these 
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newer chemicals than against saltpeter, which has long been used in the 
corning of meat, or against the cresols and phenols left as a product of 
smoking. ; . 

The opponents to their use assert, that the addition to food of 
such antiseptic substances as prevent its decay also serves to retard 
the digestive processes when the food is eaten; that many of these 
substances are drugs, and as such cannot fail even in small quantities 
to exercise a toxic effect of some sort on the system; that finally their 
use is objectionable, as allowing the employment in certain foods of 
old materials that have in some cases already undergone incipient 
decomposition before the addition of the antiseptic, and are thus un- 
wholesome. 

Regulation of Antiseptics in Food.—In the absence of legislation 
directly prohibiting the use of any of the above-named antiseptics, and 
in view of the difference of opinion regarding their toxic effects when 
present in small quantities, it is difficult to maintain a complaint under 
the general food laws as they exist in most states, basing the complaint 
solely on their harmfulness. In some localities certain antiseptics are 
specifically allowed and others are prohibited. Some of the states, as, 
for example, Massachusetts, have special laws under which it is required 
that in the case of all foods thus treated, the name and percentage of such 
antiseptics as are used must appear plainly on labels of the packages 
or containers thereof, such a provision being based on the assumption 
that the general public should be informed of what they are buying, where 
any doubt exists as to the wholesomeness of any ingredient present. 
Where such laws as these are in force, the chemist’s task is compara- 
tively easy, in that conviction in court is not dependent on his individual 
opinion regarding the toxic effects of the antiseptic employed. 

Physiological experiments for testing the toxicity of these chemical 
preservatives were formerly confined to the lower animals, but no 
satisfactory results could be thus obtained. Later, metabolism experi- 
ments were made on human beings treated with varying amounts of the 
preservatives under carefully controlled conditions, but the results of 
these, though made by experts of unquestioned ability, do not agree. 
Even if any of these substances as used in food appear to have little or 
no effect on people in good health, they cannot be assumed to be equally 
harmless to those who are inclined to be delicate or sickly. Even though 
pronounced harmless in themselves, there is still the objection that the 
chemical preservatives may readily conceal unclean methods or materials. 
If perishable foods are free from preservatives and are sweet and 
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untainted, the consumer has reason to believe that clean and whole- 
some materials and sanitary processes were employed throughout in 
their manufacture. 

Commercial Food Preservatives.—A large number of commercial 
preparations are sold for purposes of preserving specific articles of food 
and are put out under trade names that usually .convey no suggestion 
of their true character. Some of these consist of a single antiseptic sub- 
stance, such as salicylic acid, ammonium fluoride, calcium sulphate, 
borax, or benzoic acid, while others are mixtures of several antiseptics, 
of which the following are typical examples, showing their composition 
as found, together with the amount of the mixture to be employed. 

A. For preserving sausage meat, using 8 ounces per 1oo pounds 
of meat: 
BOraxsas Peace tc: Tene ete nets cate tate eee ONG 


Salta he ee eat neato e oelcre a wets « eretatetetercumete 46% 
Salipetersretee ase oveoete See senses aseouG 


(Colored with an anilin dye.) 


B. For preserving cider and ketchup. 

A 34% solution of beta-naphthol in alcohol, using 2 fluid ounces te 
45 gallons of cider, or 14 ounces to 10 gallons of ketchup. 

C. For preserving beer, using 14 ounces per barrel of beer: 


alte tre ose ne re ren Cae cee tere eine 45% 
palicylic: acids. — Rimes eee eee teres 27% 
Sodium carbonate and salicylate........... 28% 


D. Fer preserving chcpped meats, using 1 ounce to 50 pounds of 
meat* 


E. Effective for curing beef, hams, tongues, bacon, pig’s feet, 
etc.: 


Borax. os sens 2e de cote ne tec tee - 28% 
Boric acid... . sscck oe ee ee ee 12% 
Sodium chloride. .<.77 200 eee eee 35% 
Potassium nitrate. «)- = .. Cae eee eae vo 


F, For preserving milk and cream: 


Boriciacid..- owes seater oa Lol Soe ee 
Botars vie oso cenccceens tececctnn sea: eemmmD ey 
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G. For preserving jellies, jams, preserves, mince-meat, and syrups, 
using from 1 to 2 ounces of preservative to 100 pounds of product: 


SOME DEMZOALE Hits ou cre sch foc c acres es SONG 
£ BLO TiS SAG (GIS tas le lel eC dy deen Pao 40% 
SOUMBeeMOEIe yl somt 2. Se Test eee 5% 
OUMUEMeAT DONGLE: sess. c a. oe sce kes 5% 


H. For pzeserving ketchup and tomato pulp, using froma 6 te 
8 ounces to 45 gallons of the product: 


Rae ICL AO ALC. see t= - as ater ad erik esis 50% 
peu CMNOTICCre rte. cents 8k ne eects 40% 
OCH SUIDNCs oi ray foie soe stern spe ile" 10% 


I. Effective for keeping butter from becoming tainted or rancid, 
also for salt codfish, using 8 to 12 ounces per 100 pounds butter: 


BOUICiBe, se celte teen tenn tale tars dest. oe, 
| USS s OE ick i a EP 50% 
OG MILIET Pat INTE ee a es a es Mina > ane e 25% 


J. For preserving eggs (surface application). A saturated solu- 
_ tion of salicylic acid in 3 quarts of water, 1 quart strong alcohol and 7 
ounces ofsglycerin. 


FORMALDEHYDE. 


Formaldehyde (HCHO) is a gas formed by the action of a red-hot 
spiral of platinum wire on vaporized methyl alcohol. It is also produced 
by the dry distillation of calcium formate. In the market it commonly 
appears in the form of a 40% solution of the gas in water under the name 
of formalin, and for use as a food preservative dilute solutions of from 
2% to 5% strength are usually employed. Its use as a food preservative 
is comparatively modern. 

The prompt and direct action of formaldehyde in checking or preventing 
the growth of lactic acid bacteria renders it especially desirable for use as a 
milk and cream preservative, from the standpoint of the dairyman who does 
not concern himself as to whether or not its use is injurious or illegal. 
The common proportion of 1 part of formaldehyde to 20,000 parts of milk 
will keep milk sweet for four days in Summer weather. 

Small amounts of formaldehyde occur naturally in certain foods. For 
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example, Kawahata and Namba* have detected it in smoked meats 
and Ishida ¢ in crab meat, especially in preserved crab meat kept several 
months. 

Determination of Formaldehyde in the Commercial Preservative.— 
(1) Iodometric Method.t{—Mix to cc. of the aldehyde solution (diluted 
if necessary to a strength not exceeding 3% of formaldehyde) with 25 cc. 
of tenth-normal iodine solution, and add drop by drop a solution of sodium 
hydroxide, till the color of the liquid becomes clear yellow. The solution 
is set aside for at least ten minutes, after which hydrochloric acid is added 
to set free the uncombined iodine, and the latter is titrated back with 
tenth-normal thiosulphate. Two atoms of iodine are equivalent to one 
molecule of formaldehyde, in accordance with the following reactions: 


6NaOH +61 =NalO3+5NaIl+3H20. 
3CH20 +NalO3 =3CH202 +Nal. 
5NaI + NalO3 +6HCl=6NaCl +16 +3H20. 


(2) Method of Blank and Finkenbeiner.;—Three grams of the solu- 
tion are weighed into a tall Erlenmeyer flask, to which is then added 
from 25 to 30 cc. of twice-normal sodium hydroxide. Fifty cc. of pure 
2.5% to 3% hydrogen peroxide solution are next gradually run in during . 
a space of from three to ten minutes, through a funnel placed im the neck 
of the flask to prevent spurting, and the solution is allowed to stand for 
two or three minutes, after which the funnel is washed with water. 

Finally the unused sodium hydroxide is titrated with twice-normal 
sulphuric acid, using litmus as an indicator. The less formaldehyde 
in the sample, the longer the mixture should stand after addition of the 
hydrogen peroxide, to complete the reaction. When less than 30% is 
present, it should stand at least ten minutes. 

Ascertain the percentage of formaldehyde, by multiplying = 2 the 
number of cubic centimeters of soda solution used, when 3 grams of the 
sample are taken. 

(3) Ammonia Method.||—Weigh 10 grams of the formaldehyde solu- 
tion into a flask, and treat with an excess of ammonia. Cork the flask 


* Jour. Pharm. Soc., Japan, 432, 1918, Pp. 95. 

{ Ibid., 422, 1917, p. 300. 

{ Zeits. anal. Chem., 1897, 36, pp. 18-24. 

§ Ber., 31 (17), 2979. 

|| Conn. Exp. Sta., Annual Report, 1899, p. 143. 
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and shake frequently during several days. The formaldehyde is by this 
process converted into hexamethylamine. 

Transfer the solution to a tared platinum dish, and evaporate nearly 
to dryness on the top of a closed water-bath. Finally the dish is trans- 
ferred to a desiccator, and the drying continued over sulphuric acid to 
constant weight. The per cent of formaldehyde is calculated from the 
weight of the hexamethylamine, making a correction for the residue left 
by the formaldehyde itself by direct evaporation: 


6CH20 +4NH40OH = (CH2)6N4+10H20. 


Or an excess of a standardized ammonia solution may be added in 
- the first place, the excess of ammonia being distilled off and titrated with 
standard acid, calculating the per cent of formaldehyde by the amount 
of ammonia absorbed. 

Detection of Formaldehyde.—Methods have previously been given 
for the detection of formaldehyde in milk. For other materials acidify a 
portion of the sample with phosphoric, sulphuric, or citric acid, subject 
to distillation, and test the first few cubic centimeters of the distillate 
as follows: 

Leach Test.—Add a few drops of the suspected distillate to about Io cc. 
of pure milk (previously proved free from formaldehyde) in a porcelain 
casserole, and carry out the test as described on page 165. 

Hehner Test.—Apply the test as described on page 165 to Io cc. of pure 
milk to which a few drops of the suspected distillate have been added. 

Rimini Test.*—Mix 20 cc. of the distillate with 1 cc. of phenylhydrazine 
hydrochloride solution (4 : roo) and 4 drops of freshly prepared sodium 
nitroprusside solution (i: 200) and finally add concentrated sodium 
hydroxide solution drop by drop to the mixture. Formaldehyde is indicated 
by the appearance of a blue or, in dilute solutions, a green coloration which 
changes to red on standing. When formaldehyde is absent, only the red 
color appears. 

Arnold and Mentzelt+ shake 5 grams of meat or melted fat with 
to cc. of alcohol, or 10 cc. each of milk and alcohol, and filter, then add 
to 5 cc. of the filtrate 0.03 gram phenylhydrazine hydrochloride, 4 to 5 
drops of 1% ferric chloride solution, and, with agitation in a bath of cold 


4 


* Anal. farm., 1898, p..97- 
} Zeits. Unters. Nahr. Genussm., 5, 1902, p. 353- 
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water, 10 to 12 drops of concentrated sulphuric acid. A red color indicates 
formaldehyde. 

Barbier and Jandrier Test.*—According to Williams and Sherman f 
this test is especially trustworthy. Mix 5 cc. of the distillate with 0.2 to 
0.3 cc. of a saturated alcoholic solution of gallic acid and pour the mixture 
into 3 to 5 cc. concentrated sulphuric acid in a test-tube. A green zone 
slowly changing to blue at the juncture of the liquids indicates formalde- 
hyde. 

Lebbin Test—To about to cc. of the distillate to be tested, add a few 
drops of a 1% solution of resorcinol, mix thoroughly, and carefully pour 
the liquid down the side of a test-tube containing concentrated sulphuric 
acid. In the presence of formaldehyde, a rose-red zone is formed at the 
junction of the two liquids, sensitive to 1 part in 200,000. If formaldehyde 
be present to an extent exceeding 1 part in 100,000, a white turbity or pre- 
cipitate is formed above the colored zone. 

Schiff’s Reagent (one gram of fuchsin dissolved in water, 20 cc. 
saturated sodium hydrogen sulphite solution, and 1o cc. concentrated hydro- 
chloric acid, made up to 1 liter) gives a pink coloration when a drop is added 
to a few drops of the distillate containing any aldehyde and is therefore a 
group reaction and not characteristic of formaldehyde. 

Fincke } states that employing the Grosse-Bohle reagent (25 grams crys- 
tallized sodium sulphite dissolved in a solution of 1 gram of rosanilin 
hydrochloride or acetate in 500 cc. of water, treated with 15 cc. 25% 
hydrochloric acid, diluted to 1 liter, and allowed to stand several hours) 
a test is obtained with which ordinary amounts of other aldehydes do not 
interfere, although hexamethylenetetramine reacts in a similar manner. 
He proceeds as follows: Mix 10 cc. of the solution to be tested with r to 2 cc. 
of 25% hydrochloric acid and decolorize by shaking or warming with puri- 
fied animal charcoal or with the addition of mercuric chloride in the case 
of meat products or mercuric acetate in the case of fruit products. Filter 
and shake the filtrate with 1 cc. of the reagent. The blue or blue-violet 
color indicative of formaldehyde should appear within twelve hours. 

To detect hexamethylenetetramine, heat the solution to be tested, after 
mixing with the hydrochloric acid, in a water-bath for ten minutes, cool, 


and then add the reagent or else test the distillate obtained in the usual 
manner. 


cee Se EEE DER ers PR em 
’ * Ann. chim. anal. app., 1, 1896, p. 325. 

t Jour. Amer. Chem. Soc., 27, 1905, p. 1497. 

f Zeits. Unters. Nahr. Genussm., 27, 1914, p. 246. 
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Quantitative Determination of Formaldehyde, especially in the case 
of milk (page 165) and other products containing proteins, is unsatisfac- 
tory. Results by the following method should therefore be reported as 
recoverable formaldehyde. 

Romijn Method.*—Treat to cc. of tenth-normal silver nitrate with 6 
drops of 50% nitric acid in a so-cc. flask, add 10 cc. of a solution of potas- 
sium cyanide containing 3.1 grams of KCN in 500 cc. of water, and make 
up to the so-cc. mark. Shake, filter, and titrate 25 cc. of the filtrate with 
tenth-normal ammonium sulphocyanate, using ferric chloride as an indicator. 

Acidify another portion of 10 cc. of tenth-normal silver nitrate with 
nitric acid, add to cc. of the potassium cyanide solution to which the 
above 20 cc. of the formaldehyde distillate has been added. Make up 
the whole to 50 cc., filter and titrate as before—zs cc. of the filtrate with 
tenth-normal ammonium sulphocyanate for the excess of silver. 

The amount of potassium cyanide used up by the formaldehyde, in 
terms of tenth-normal ammonium sulphocyanate, is found by multiplying 
by 2 the difference between the two results, and the total formaldehyde 
is calculated by multiplying by 3 the amount found in the 20 cc. of 
distillate. 

The reaction that takes place between the formaldehyde and the 
potassium cyanide probably results in the formation of an addition product 


as follows: 
CH20 +KCN=KO.CH2CN. 


BORIC ACID. 


Boric. or boracic acid is commonly obtained in impure form from 
lagoons or fumaroles of volcanic origin in Tuscany. It is afterwards 
purified by recrystallization. It is weakly acid, and readily soluble in 
water and in alcohol. Its alcoholic solution, even when the acid is present 
in small quantity, burns with a characteristic green flame. The acid 
is quite volatile with steam. 

Borax, the most commonly known salt of boric acid, is found native 
in Italy, California, and elsewhere, and is also made from boric acid. It 
is mildly alkaline, and readily soluble in water. 

Boric acid and borax, either used separately or mixed, have long been 
used as preservatives, especially in animal foods. A mixture of 3 parts 


* Zeits. anal. Chem., 36, 1897, p. 18. 
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boric acid and 1 part borax has been found very effective as a milk and 
butter preservative, as well as for meat products. It also has been used in 
fruit products, wines, beer, and temperance beverages. 

Boric acid is quite widely distributed in nature. In small amounts it 
is a normal constituent of fruits including the grape, and consequently 
wines. It occurs in minute quantities in vegetables, meat, fish, eggs, and 
even milk. Mediterranean Sea water, according to Bertrand and Agulhon,* 
contains 56.3 mg. of boric acid per liter. The amounts naturally present 
in foods are ordinarily too small to give decisive reactions with the turmeric 
tests employing the usual quantities. 

Determination of Boric Anhydride in Commercial Preservatives.— 
Gladding Method.{—A 1s0-cc. flask, Fig. 117, is arranged with a doubly 
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Fic. 117.—Apparatus for Determining Boric Acid According to Gladding. 


perforated stopper having two tubes, one of which, the inlet-tube reach- . 
ing nearly to the bottom, connects it with a larger flask, while the other 
or outlet-tube communicates with a Liebig condenser, which in turn 
delivers into a receiving-flask. In the 150-cc. flask, r gram of the powdered 
sample is placed, with about 20 cc. of 95% methyl alcohol and cc. of 85% 
phosphoric acid. The larger flask is then filled two-thirds full of methyl 
alcohol, and heated on the water-bath after the apparatus has been con- 


* Bol. soc. chim., 15, 1914, p. 202: 
. t Jour. Amer. Chem. Soc., 20, 1808, p. 288. 
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nected up. Heat is also applied to the 150-cc. flask, the whole arrangement 
being such that a continuous current of methyl alcohol vapor bubbles 
through the liquid in the smaller flask, the heat being so regulated that from 
15 to 25 cc. of methyl alcohol remains in the 15o0-cc. flask, while about 
too cc. of distillate passes into the receiving-flask in half an hour. Con- 
tinue the distillation till all the acid has passed over, which is usually 
accomplished by distilling 100 cc. By a gentle aspiration upon the 
recelving-flask, loss by leaking may be avoided. 

Prepare a mixture of 4o cc. of glycerin and 100 cc. of water, and care- 
fully neutralize, using phenolphthalein as an indicator. Add this mixture 
to the distillate, and titrate the whole with tenth-normal sodium hydroxide. 
Run a blank with the reagents alone, deducting any acidity. For the fac- 
tors for calculation see page 887. I 

Detection of Boric Acid and Borates.—These are tested for in the 
aqueous extract of the material itself or of the ash, the quantity to be used 
for the test depending largely on the case in hand. With meat products 
and canned goods, about 25 grams are either boiled up with water or first 
made distinctly alkaline with lime water, dried over the water-bath, and 
burned. The ash is boiled with from Io to 15 cc. of water, and tests 
made on the solution. With such products as salt codfish, which is 
preserved by brushing or coating with boric mixture, portions of the 
coating may be scraped off and boiled in water, the tests being made 
on the aqueous solutions. 

The Turmeric-paper Test—The most delicate test for boric acid, 
free or combined, is made by the aid of turmeric-paper, prepared by soak- 
ing a smooth, thin grade of filter-paper in an alcoholic tincture of pow- 
dered turmeric. The paper is afterwards dried and cut into strips, which 
are kept for convenience in a wide-mouthed bottle in a dark place. 

Acidulate the aqueous extract of the material or the ash with con- 
centrated hydrochloric acid, equivalent to about 5 drops per to cc. in 
. excess of what is necessary for neutralization. ‘Then dissolve the ash in a 
few drops of water and thoroughly saturate a strip of the turmeric-paper 
in the solution. On drying the paper, if boric acid either free or combined 
be present, a cherry-red coloration will be imparted to the paper, the 
depth of color depending on the amount present. As a confirmatory test, 
apply a drop of dilute alkali to the reddened paper, and a dark-olive color 
will be due to boric acid, sharply to be distinguished from the deep-red 
color produced when an alkaline solution is applied to ordinary turmeric- 
paper. The turmeric-paper reaction is delicate to 1 part in 8000. 
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Tincture of Turmeric Test.—To the solution to be tested, slightly 
acidified with hydrochloric acid, add an equal volume of saturated tinc- 
ture of turmeric in an evaporating-dish, and heat for a minute or two. A 
red color, light or dark, depending on the amount of the preservative, 
is produced if boric acid be present, changed to an olive color by the addi- 
tion of dilute alkali, after cooling. 

The Flame Test.—A few cubic centimeters of alcohol are added to 
the dish containing the slightly acidulated ash of the sample to be tested, or 
to the acidulated dried residue from the evaporation of the aqueous solution 
of the suspected preservative, and after mixing by the aid of a stirring- 
rod, the alcohol is ignited. In the presence-of any considerable portion 
of free or combined boric acid, a greenish tinge will be observed in 
the flame of the burning alcohol, especially at the first flash due to 
the boric ether formed. This test is by no means as delicate as the 
turmeric paper test. 

Determination of Boric Acid in Foods.—Thompson Method.*—Add 
1 or 2 grams of sodium hydroxide to roo grams of the sample, and evapo- 
rate to dryness in a platinum dish. Char the residue thoroughly, and 
boil with 20 cc. of water, adding hydrochloric acid drop by drop till all but 
the carbon is dissolved. In burning, avoid too high a heat, simply charring 
sufficiently to insure a clear solution with water. Transfer by washing 
to a 1oo-cc. graduated flask, taking care that the volume does not exceed 
50 or 60 cc. Add half a gram of dry calcium chloride, then a few drops 
of phenolphthalein solution, and next a 10% solution of sodium hydroxide, 
till a permanent pink color persists. Finally add 25 cc. of lime-water. 
By this means all phosphoric acid is precipitated in the form of calcium 
phosphate. Make up to the 1oo-cc. mark with water, shake, and pour 
upon a dry filter. To 50 cc. of the filtrate add sufficient normal sulphuric 
acid to remove the pink color. Then add a few drops of methyl orange, 
and continue the addition of sulphuric acid till the yellow is just turned 
to pink. Tenth-normal sodium hydroxide is then added + till the liquid 
takes on a faint yellow, excess of alkali being avoided. The salts of the 
acids present at this time are all neutral to phenolphthalein except boric 
acid and carbon dioxide. Boil the solution to expel the carbon dioxide, 
cool, add a little more phenolphthalein, and a quantity of glycerin equal 


* Jour. Soc. Chem. Ind., 12, 1893, p. 432. 

} If the value of the standard alkali solution is not absolutely certain, it had best be 
restandardized against pure crystallized boric acid, 0.31 gram of which should neutralize 
50 cc. of tenth-normal alkali. 
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in volume to the solution. Finally titrate with tenth-normal sodium 
hydroxide to a permanent pink color. Each cubic centimeter of tenth- 
normal sodium hydroxide equals 0.0062 gram crystallized boric acid, 
H3BOs, or 0.0035 gram boric anhydride, B2Os, or 0.00955 gram crystal- 
lized borax, NazgB407,10H20. 

Gooch Method.—Mix 400 to 500 grams of the substance with 1o grams 
of calcium hydrate, evaporate to dryness over a water-bath in a platinum 
dish and burn cautiously to an ash. Dissolve the residue in cold nitric 
acid, and add an excess of silver nitrate to precipitate the chlorine. Filter, 
make up to 500 cc. with water, shake, and measure out 25 cc. into a 
200-cc. flask fitted with a stopper provided with an outlet-tube, and with 
a separatory funnel forming virtualy a thistle-tube, capable of being 
closed with a glass stop-cock. Through the outlet-tube connect the flask 
with a Liebig condenser provided with an adapter which can dip below 
the liquid in the receiver. As a receiver, use a 150-cc. tared platinum dish, 
which contains a weighed quantity of ignited lime in water. 

Add through the thistle-tube 10 cc. of methyl alcohol to the contents 
of the flask, close the stop-cock therein, and distil the contents in a paraffin- 
bath at a temperature of 140° C., constantly stirring the liquid in the 
receiver to keep it alkaline during the distillation. Add five successive 
portions of methyl alcohol of 12 cc. each to the distilling flask, and con- 
tinue the distillation till all the alcohol has passed over. Finally evaporate 
to dryness the contents of the platinum dish, and- ignite over a blast-lamp 
to constant weight. Multiply the increased weight due to boric oxide by 
2.728 to give the equivalent in borax. 


SALICYLIC ACID. 


Salicylic acid (HC7H;O3) is a white, crystalline, strongly acid powder, 
made synthetically by treatment of carbolic acid with sodium hydroxide 
and carbon dioxide, or naturally ‘from methyl salicylate (which occurs in 
oil of wintergreen to the extent of about 90%) by treatment of the winter- 
green oil with strong potash lye. Most of the commercial salicylic acid is 
of the synthetic variety. Pure salicylic acid crystallizes from alcoholic 
solutions in 4-sided prisms, and from aqueous solution in long, slender 
needles. It melts at 155° to 156° C. It is slightly soluble in cold water 
(x part in 450), and much more so in hot water. It is readily soluble in 
ether, alcohol, and chloroform. 

It is frequently found on the market as a food preservative in the form 
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of the much more soluble sodium salt, sodium salicylate (NaC7HsOs), 
which is, however, converted into salicylic acid when added to acid-fruit 
preparations, condiments, and liquors. 

Sodium salicylate is a white, amorphous powder, soluble in 0.9 part 
water and in 6 parts alcohol. It is prepared by treating salicylic acid 
with a strong, aqueous solution of sodium carbonate, and afterwards 
purifying. If a known weight of the powdered preservative be ignited, 
and a solution of the ash titrated with tenth-normal sulphuric acid, using 
cochineal as an indicator, each cubic centimeter of the acid is equivalent 
to 0.0160 gram of sodium salicylate. 

Salicylic acid is largely used as a preservative of jellies, jams, and 
fruit preparations, canned vegetables, ketchups, table sauces, wines, 
beer, and cider. It is rarely used in milk and milk products, or in meats. 

Bucholz has shown that 0.15% of salicylic acid is sufficient to prevent 
bacteria from developing in ordinary organic substances, while as small 
a quantity as 0.04% produces a marked restraining influence. 

Small amounts of salicylic acid occur naturally in grapes, strawberries, 
and other fruits, but the amounts are too small to give distinct color reac- 
tions when only 50 grams of the fruit products are used for tests. 

Detection of Salicylic Acid.—If the sample to be tested is of a similar 
nature to jelly, jam, ketchup, cider, etc., or capable of getting into aque- 
ous solution, slightly acidify the liquid or pasty material, diluted, if neces- 
sary, with weak sulphuric (if not already acid) and shake directly with 
an equal bulk of ether, petroleum ether, or chloroform, in a corked flask, 
or in a separatory funnel. If the sample be too thick in consistency to 
shake directly, macerate in a mortar with alkaline water, and strain through 
cloth. Acidify the filtrate with dilute sulphuric acid, and then proceed 
to shake with the immiscible solvent as above. Separate by decantation or 
otherwise the immiscible solvent containing the preservative, if present, and 
allow it to evaporate in an open shallow dish, either at room temperature 
or at a low heat. In case an emulsion forms on shaking, which is quite 
apt to happen, especially with ether for a solvent, divide the whole mixture 
between two tubes of a centrifuge of the form shown in Fig. 11, and whirl 
for three minutes at a high rate of speed. This usually serves to break 
up the most obstinate emulsion, so that it is easy to separate by decanta- 
tion. Ifa considerable amount of salicylic acid be present, it will sometimes 
appear in the residue in the form of fibrous crystals. 

Ferric Chloride Test.—To a portion of the dry residue. obtained as above 
add a drop of ferric chloride solution. A deep purple or violet color indi- 
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cates salicylic acid. If doubt exists as to the color, dilute with water, which 
often serves to bring out a distinctive purple coloration otherwise unob- 
servable. 

Leach, instead of evaporating the ether solution of the salicylic acid 
to dryness, prefers to shake out the salicylic acid from the ether with dilute 
ammonia, evaporate the solution of ammonium salicylate nearly to dryness, 
and apply the tests given above to the concentrated solution. In this case 
the ether may be recovered. 

Maltol (CgH6Oxz), occurring in caramelized products or products 
containing caramel, such as dark beer, also other substances named by 
Sherman and Gross,* give a similar violet color, but the following test, 
recommended by Sherman t+ and Sherman and Gross, is characteristic 
only of salicylic acid. 

Jorissen Test.t—Add to the solution, obtained as above, in a test-tube 
4 to 5 drops of 10% sodium or potassium nitrite, 4 to 5 drops of 50% 
acetic acid, and 1 drop of 1% copper sulphate solution, shaking after adding 
each reagent. 

Heat in a boiling water-bath with liquid completely immersed for forty- 
' five minutes, cool, and compare the red color indicative of salicylic acid 
with a blank test against a white background. Both Allen and Sherman 
and Gross have shown that benzoic, cinnamic, and tartaric acids do not 
respond to the test. 

Schott, § in the examination of milk, first removes interfering substances 
by adding to 25 cc. of the sample 10 cc. of Fehling copper sulphate solution 
and then sodium hydroxide solution until only faintly acid, and filtering. 

Methyl Salicylate Test.—Another portion of the residue may be heated 
* with methyl alcohol and sulphuric acid. If salicylic acid be present, the 
well-known odor of methy]! salicylate will be produced. 

- Ammonium Picrate Test.—A portion of the dry ether extract is warmed 
gently with a drop of concentrated nitric acid, and 2 or 3 drops of ammonia 
are added. Yellow ammonium picrate will be formed if a considerable 
quantity of salicylic acid be present, and a thread of wool free from fat may 
be dyed by soaking therein. This test is by no means as delicate as the 
ferric chloride color test. 


* Jour. Ind. Eng. Chem., 3, 1911, p. 492. 

f Ibid., 2, 1910, p. 24. 

t Bul. acad. roy. sci. let. beauxa. Belg. [3] 3, 1882, p. 259. . 
§ Zeits. Unters. Nahr. Genussm., 22, I9II, p. 727. 


890 FOOD INSPECTION AND ANALYSIS. 


Determination of Salicylic Acid.—Dubois Method.*—In the case of. 
catsups and similar pulped materials place 50 grams in a graduated 
200-cc. flask, make slightly alkaline with ammonia, add 15 cc. of milk” 
of lime (200 grams of quicklime i in 2000 cc. water), complete the volume, 
shake and filter. Transfer 150 cc. of the filtrate to a separatory funnel, 
acidify with hydrochloric acid, and extract with four portions of 75 to 
too cc. of ether. Wash the combined extract twice with 25 cc. of water, 
and distil off the ether slowly, allowing the last 20 to 25 cc. to evaporate 
spontaneously. Dissolve the residue in a small amount of hot water, 
make up to a definite volume with water, and add to an aliquot portion 
a few drops of a 2% solution of ferric alum to develop the color. Esti- 
mate the amount of salicylic acid by matching the color thus obtained 
with that produced in a solution containing 1 mg. of salicylic in 50 cc., 
using either a colorimeter or Nessler tubes for making the comparison. 

In the case of semi-solid materials, such as mince meat, jams, etc., 
macerate 50 grams with water in a mortar previous to treatment as above 
described. 

Liquids and solutions of jellies and other materials free from pulp 
may be extracted-with ether directly after acidifying. 


BENZOIC ACID. 


Benzoic Acid (HC7Hs5Oz2) is produced by the oxidation of a large 
number of organic substances, particularly toluene. It is also extracted 
by sublimation from gum benzoin, which exudes from the bark of the 
Styrax benzoin, a tree growing in Java, Sumatra, Borneo, and Siam. 
Most of the commercial benzoic acid is made from toluene by treatment: 
with chlorine and subsequent oxidation. 

Benzoic acid crystallizes in leaflets, having a silky luster. It is odor- 
less when cold, is soluble in 200 parts of cold, and 25 parts of boiling 
water, and readily dissolves in alcohol, ether, and chloroform. Its melt- 
ing-point is 120°, and it sublimes at a slightly higher temperature. It 
occurs naturally in the cranberry and other berries of the Ericacee. 

Sodium Benzoate (NaC7H5Oz) is the salt most largely used in commer- 
cial preservatives, being much more soluble than the acid itself, into 
which, however, it is converted when put into acid fruit preparations. 
Sodium benzoate is prepared by adding benzoic acid to a concentrated 


* Jour. Amer. Chem. Soc., 28, 1916, p. 1616. 
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hot solution of sodium carbonate till there is no longer effervescence, 
and then cooling, and allowing the sodium benzoate to crystallize out. 
In titrating solutions of ignited sodium benzoate with tenth-normal sul- 
phuric acid, each cubic centimeter of the standard acid is equivalent to 
0.0144 gram of the benzoate. 

Sodium benzoate is a white amorphous powder, having a sweetish, 
~ astringent taste, and is soluble in 1.8 parts of cold water, and in 45 parts 
of alcohol. It is used as a preservative of catsups, fruit products, soft 
drinks, wines, codfish, nut butter, and similar products. In England it 
is used in milk. 

Long, Herter, and Chittenden of the Referee Board of Consulting 
Scientific Experts, after independent experiments, conclude that sodium 
benzoate in small doses (less than o.5 gram per day) is not injurious to 
health and in large doses (up to 4 grams per day) has not been found to 
exert any deleterious effects on the general health nor to act as a poison 
in the general acceptance of the term. Accordingly this preservative is 
allowed under the federal law provided the presence and amount are 
declared on the label.* 

Many manufacturers do not use benzoate in any of their products, 
thus avoiding the obnoxious declaration of its presence or justifying a 
declaration of its absence. 

Detection of Benzoic Acid.—Extract with ether or chloroform as 
directed for salicylic acid. If it is desired to test for both preservatives 
divide the extract into two parts and evaporate in separate dishes. A 
considerable amount of benzoic acid is apparent in the residue as shining 
crystalline scales or needles. 

In the author’s experience a better procedure than evaporating the 
ether solution is to extract the benzoic acid from the ether by shaking 
-with dilute ammonia, evaporate the solution of ammonium benzoate - LEM 
to dryness, and apply tests to the concentrated solution. 

(1) Ferric Chloride Test—A portion of the residue from the. ether 
extract is dissolved in ammonia, and evaporated over the water-bath until 
neutral to test paper. The residue is stirred in a few drops of warm water, 
and filtered through a small filter into a narrow test-tube. A drop of 
neutral ferric chloride (prepared by precipitating a portion of the iron 
from a solution of the salt by ammonia and filtering) is added, and in 
the presence of benzoic acid a flesh-colored precipitate of ferric benzoate 


* Food Inspection Decision, 104. 
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is produced, very characteristic and unmistakable, because of its peculiar 
color, when the solution in which the test is made is colorless. It occasion- 
ally happens, however, in the case of jellies, jams, and ketchups, that 
these preparations are artificially colored with a dyestuff that persists by 
its depth of color in obscuring that of the ferric benzoate, especially when 
only a small amount of benzoic acid is present. Again, in such products 
as sweet pickles, a precipitate of basic ferric acetate might also come 
down with the ferric benzoate, and thus confuse. In such cases one of the 
following methods should be carried out. 

(2) Sublimation Method.*—Evaporate an ammoniacal solution of the 
ether extract till neutral in a large watch-glass, by the aid of a gentle 
heat. Fasten with clips or otherwise a second watch-glass to the first, 
edge to edge, so as to form a double convex chamber, with a cut filter- 
paper between. Place upon a small sand-bath and heat. Benzoic acid, 
if present, will sublime upon the surface of the upper glass in minute 
needles, recognizable under the microstope. It may further be tested 
by determining the melting-point, or by treating with ammonia, evapo- 
rating, and applying the ferric chloride test as above. 

(3) Mohler Method Modified by Heide and Jakob.t—Evaporate the 
ether extract to dryness, take up the residue in 1 to 3 cc. of third-normal 
sodium hydroxide, and evaporate to dryness. To the residue add 5 to 
to drops of concentrated sulphuric acid and a small crystal of potassium 
nitrate. Heat for ten minutes in a glycerol bath at 120° to 130° C. (never 
higher), or for twenty minutes in a boiling water-bath, thus forming meta- 
di-nitro bénzoic acid. After cooling add 1 cc. of water and make decidedly 
ammoniacal; boil the solution, to break up any ammonium nitrite which 
may have been formed. Cool and add a drop of fresh colorless ammonium 
sulphide, without allowing the layers to mix. A red-brown ring (ammo- 
nium meta-di-amido benzoic acid) indicates benzoic acid. On mixing, 
the color diffuses through the whole liquid; on heating it finally changes 
to greenish yellow, owing to the decomposition of the amido acid, thus dis- 
tinguishing benzoic from salicylic or cinnamic acids. Both the latter 
form amido compounds, which are not destroyed by heating. The presence 
of phenolphthalein interferes with this test. 

(4) Peter Oxidation Method.{—This method, depending on the for- 


* Annual Report, Mass. State Board of Health, 1902, p. 486. 
} Zeits. Unters. Nahr. Genussm., 19, 1910, p. 137. 
TU. S. Dept. of Agric., Bur. of Chem., Bul. 65, p. 160. 
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mation of salicylic acid, is not applicable in the presence of this acid or 
saccharin, which also oxidizes to salicylic acid. 

Transfer a portion of the residue, say o.1 gram, from the ether or chloro- 
form extraction to a large test-tube, and dissolve in from 5 to 8 cc. of con- 
centrated sulphuric acid. Add from 0.5 to 0.8 gram of bariurn peroxide 
in successive small portions, shaking the tube in cold water. This should 
produce a permanent froth on the sulphuric acid solution. After stand- 
ing for half an hour, fill the test-tube three-quarters full of water, shake, 
cool quickly, and filter. Extract the filtrate with ether or chloroform, and 
test the extract for salicylic acid. 

The Jonescu test * is a modification of the Peter method employing 
hydrogen peroxide. Peter in his original process used this reagent. 

Determination of Benzoic Acid.—La Wall and Bradshaw Method.— 
Modified.This process is based on principles brought to notice by 
Moerck.= Although originally devised for catsup,{ it has been modified 
by Bigelow § and Dunbar || so as to be applicable to various classes of 
foods. The details which follow are those elaborated by Dunbar and 
adopted by the A. O. A. C. 

1. Preparation of Solution.—(a) General.—Grind in a sausage-machine, 
if solid or semi-solid, and thoroughly mix. Transfer about 150 grams to 
a 500-cc. flask, add enough pulverized sodium chloride to saturate the 
water in the sample, make alkaline with sodium hydroxide or milk of 
lime, and dilute to the mark with saturated salt solution. Allow to stand 
at least two hours with frequent shaking and filter. If the sample contains 
large amounts of matter precipitable by salt solution follow a method 
similar to that given under (e); if large amounts of fats are present it is 
well to make an alkaline extraction of the filtrate before proceeding as 
directed under “ Extraction and Titration.” 

(6) Catsup—To 150 grams of the sample add 15 grams of pulverized 
sodium chloride. Transfer the mixture to a soo-cc. graduated flask, 
using about 150 cc. of saturated salt solution for rinsing. Make slightly 
alkaline to litmus paper with strong sodium hydroxide and complete the 
dilution to 500 cc. with saturated salt solution. Allow to stand at least 
two hours with frequent shaking and then filter through a large folded 


* Jour. pharm. chim. [6], 29, 1909, p. 523. 

} Penn. Pharm. Assn. Proc., 1905, p. 181. 

t Amer. Jour. Pharm., 80, 1908, p. 171. 

§ U. S. Dept. of Agric., Bur. of Chem., Bul. 122, p. 68. 
| Ibid., t909, Bul. 132, p. 138; Circ. 66, p. 14 
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filter. If difficulty is experienced, centrifuge or squeeze the mixture through 
a muslin bag before filtering. 

(c) Jellies, Jams, Preserves, and Marmalades.—Dissolve 150 grams of 
the sample in about 300 cc. of saturated salt solution. Add 15 grams of 
pulverized sodium chloride. Make alkaline to litmus-paper with milk 
oflime. Transfer to a soo-cc. graduated flask, and dilute to the mark with 
saturated salt solution. Allow to stand at least two hours with frequent 
shaking, centrifuge, if necessary, and filter through a large folded filter. 

(d) Cider and Similar Products Containing Alcohol—Make 250 cc. of 
the sample alkaline to litmus-paper with sodium hydroxide and evaporate 
on the steam-bath to about 100 cc. Transfer to a 250-cc. flask, add 
30 grams of pulverized sodium chloride and shake until dissolved. Dilute 
to the mark with saturated salt solution, allow to stand at least two hours 
with frequent shaking, and filter through a folded filter. 

(e) Salt or Dried Fish—Transfer 50 grams of the ground sample to a 
soo-cc. flask with water. Make slightly alkaline to litmus-paper with 
strong sodium hydroxide and dilute to the mark with water. Allow to 
stand at least two hours with frequent shaking and filter through a folded 
filter. Pipette at least 300 cc. of the filtrate into a second 500-cc. flask, 
add 30 grams of pulverized sodium chloride for each 100 cc., shake until 
dissolved, and dilute to the mark with saturated salt solution. Mix 
thoroughly and filter off the precipitated protein matter on a folded filter. 

2. Extraction and Titration—Pipette a convenient portion of the 
filtrate (100 to 200 cc.), obtained as above, into a separatory funnel. 
Neutralize to litmus-paper with hydrochloric acid (1 : 3) and add an excess 
of 5 cc. In the case of salt fish, protein matter usually precipitates on 
acidifying, but this does not interfere with the extraction. Extract care- 
fully with chloroform, using, for 200-cc. aliquots, successive portions of 
7°, 50, 40, and 30 cc., and proportional quantities for smaller aliquots. 
To avoid emulsion, shake each time cautiously. The chloroform layer 
usually separates readily after standing a few minutes. If an emulsion 
forms, stir the chloroform layer with a glass rod. If this does not break 
up the emulsion, draw it off into a second funnel and shake sharply once - 
or twice. If this also fails, centrifuge the emulsion for a few moments. 
Draw off with great care as much of the clear chloroform solution as 
possible after each extraction. If not contaminated with the emulsion, 
it is unnecessary to wash the chloroform extract. 

Transfer the combined chloroform extract to a dish, rinsing with 
chloroform, evaporate to dryness at room temperature, either sponta- 
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neously or in a current of dry air, and dry overnight (or, in case of catsup, 
until no odor of acetic acid can be detected) in a sulphuric acid desiccator. 
Dissolve the residue of benzoic acid in 30 to 50 cc. of neutral alcohol, 
add about one-fourth this volume of water, a drop or two of phenolphtha- 
lein solution and titrate with twentieth-normal sodium hydroxide. One 
cc. of the standard solution is equivalent to 0.0072 gram anhydrous sodium 
benzoate. 

In the absence of a blast an electric fan may be used for evaporating 
the extract. If it is impracticable to evaporate the chloroform sponta- 
neously or by means of a blast it may be transferred from the separatory 
funnel to a 300-cc. Erlenmeyer flask, rinsing the separatory funnel three 
times with 5 or 10 cc. of chloroform. Distil very carefully to about one- 
fifth the original volume, keeping the temperature down so that the 
chloroform comes over in drops, not in a steady stream. Then transfer 
the extract to a porcelain evaporating dish, rinsing the flask three times 
with 5 or Io cc. portions of chloroform, and evaporate to dryness spon- 
taneously. 

The evaporation of the chloroform is best effected by delivering to the 
dish a blast of air dried by means of a calcium chloride bottle. 

Hilyer Method.*—This method is valuable as a check on the La Wall 
and Bradshaw method. After titrating the benzoic acid obtained as 
described in the preceding section, proceed as follows: 

Evaporate to dryness the accurately neutralized solution (which should 
not have even a slight alkaline reaction), and redissolve in a few cubic 
centimeters of alcohol saturated with silver benzoate. Filter if not clear, 
wash with a few drops of alcohol, and treat with 10 to 15 cc. of a saturated 
solution of silver nitrate in alcohol. Collect the precipitate in a Gooch 
crucible, care being taken that the asbestos filter is so prepared as to afford 
as rapid a filtration as possible, wash with alcohol, and finally with a little 
ether, heat in a water-oven until the ether is removed, cool, and weigh. 
Care must be taken to perform all the operations as quickly as possible 

to avoid separation of silver oxide. 
West's Distillation Method.j—1. Apparatus—The special form of 
double flask for distillation in a current of steam is the same as that em- | 
ployed by Hortvet { in determining the volatile acids of wine (Fig. 115). 


* A. O. A. C. Proc. 1908, U. S. Dept. of Agric., Bur. of Chem., Bul. 122, p. 74; Circ. 
66, p. 15. 

{+ Jour. Ind. Eng. Chem., 1, 1909, p. 190. 

t Ibid., 1, 1909, p. 31. 
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The steam tube leading from the outer to the inner flask, being intro- 
duced half-way up the side of the inner flask, makes it possible to connect 
the apparatus in such a way that at the beginning of the operation the water 
in the outer flask will reach to the height of the contents of the inner flask. 
The side tube leading from the neck of the outer flask is provided with a 
rubber tube and pinch-cock for use in relieving the steam pressure and 
avoiding the danger of drawing the contents of the inner flask over into the 
outer fiask. 

2. Process—Weigh into the inner flask of the apparatus Io grams, ~ 
add 1.5 to 2.0 grams of paraffin free from volatile matter, and connect 
with the condenser. Add to cc. of concentrated sulphuric acid, drop 
by drop, through the funnel tube at such a rate as to complete the addition 
in two or three minutes, mix thoroughly by gentle agitation, and allow 
to stand five or ten minutes after all apparent action of the sulphuric 
acid has stopped. Measure 150 cc. of distilled water into the outer 
flask, heat the water slowly to boiling, and continue the boiling until 
too cc. of distillate have been collected, the rate of distillation being such 
as to yield this amount in twenty-five to thirty minutes. 

Filter the distillate into a separatory funnel, and.rinse receiver and 
filter with two ro-cc. portions of water. Shake with three portions of ether, 
using 50 cc., 30 cc., and 20 cc., and wash the combined ether extracts 
by shaking with four 50-cc. portions of water and a last portion ‘of 25 cc., 
which portion should not require more than a drop of tenth-normal alkali 
for neutralization, indicating the complete removal of volatile acids. 
Transfer the ether extract to a tared, wide-mouthed flask, and distil off 
the ether on the water-bath as quickly as possible. At just the point 
where ebullition of the ether ceases, remove the flask from the bath, blow 
air into it to remove the last traces of ether, and dry in a desiccator over 
night, or until constant weight is secured. 

The benzoic acid may also be determined by titration, in which case 
the filtration of the distillate, also the drying and weighing of the acid, 
may be omitted. The crystals of benzoic acid are dissolved in alcohol 
carefully neutralized immediately before each analysis, and the solution 
titrated with tenth-normal alkali. 


SULPHUROUS ACID AND THE SULPHITES. 


Free sulphurous acid in the form of sulphur fumes is extensively 
employed to bleach molasses, to disinfect wine casks, and to bleach and 
preserve dried fruits. This process is known as “ sulphuring.” It is 
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stated that the sulphur dioxide combines with the acetaldehyde of wines 
forming aldehyde-sulphurous acid, which is comparatively harmless. In 
the case of dried fruits it is believed to form compounds with the sugars. 

The sulphurous acid salts most commonly employed as food pre- 
servatives are the bisulphites of sodium and calcium, NaHSO3 and 
-Ca(HSOs)2. Others used to some extent are the normal sodium sul- 
phite, and also potassium and ammonium sulphite. The sulphites are 
usually commercially prepared by passing sulphurous acid gas through 
strong solutions of the carbonates. Acid sulphites are formed by an 
excess of the sulphurous acid in the solution of the sulphite. The acid 
sulphites are distinguishable from the sulphites by their reaction with 
litmus paper, the former being acid, while the latter are neutral or feebly 
alkaline. All of these salts have a bitter, salty, and highly sulphurous 
taste, and possess a very pungent, irritating odor. With the exception 
of normal calcium sulphite, all of the above are readily soluble in water. 

The sulphites are most commonly used as preservatives of fruit juices, 
ketchups, fruit and vegetable pulps, wines, malt liquors, and meat prod- 
ucts. They are frequently mixed with other antiseptics, as with the salts 
of salicylic and benzoic acids. 

Detection and Determination of Sulphurous Acid.—The same methods 
are used for the detection of sulphurous acid as for its quantitative deter- 
mination, except that in the former case weighed quantities need not be 
employed, and the precipitate obtained by the barium sulphite method 
need not be weighed. A qualitative method employing iodate-starch 
paper is described on page 238.: 

Distillation Method.—This method is ened to all food products 
whether solid or liquid. 

Place 50 to 200 grams of the material in a 5o0o0-cc. flask, add water, 
if necessary, and 5 cc. of a 20% solution of phosphoric acid, and distil 
in a current of carbonic acid into water containing a few drops of bromine, 
until 150 cc. have passed over. If sulphides are present, as is true of 
decomposed meat products and possibly other foods, the steam from 
the distilling-flask before entering the condenser should be passed through 
a flask containing 40 cc. of a 2% neutral solution of cadmium chloride * 

a 1% solution of copper sulphate.t These solutions effectually remove 
the hydrogen sulphide, without retaining any appreciable amount of 


* Horne, U. S. Dept. of Agric., Bur. of Chem., Bul. 105, 1907, p. 125. 
+ Winton and Bailey, Jour. Amer. Chem. Soc., 29, 1907, p. 1499. 


898 FOOD INSPECTION AND ANALYSIS. 


sulphurous acid. To avoid escape of sulphurous acid the condenser 
tube should dip below the surface of the bromine solution. 

The method and apparatus may be simplified without material loss 
in accuracy by omitting the current of carbon dioxide, adding 10 cc. of 
phosphoric acid instead of 5 cc. and dropping into the distilling-flask a 
piece of sodium bicarbonate weighing not more thana gram, immediately 
before attaching the condenser. 

When the distillation is finished, boil off the excess of bromine, dilute 
to about 250 cc., add 1 cc. of concentrated hydrochloric acid, heat to 
boiling, and add, drop by drop while boiling, an excess of barium chloride 
solution. Allow to stand overnight in a~warm place, filter (preferably 
on a Gooch crucible with a compact mat of woolly asbestos), wash with 
hot water, ignite at a dull red heat, and weigh as barium sulphate. 

Molstad * distils in a current of carbon dioxide gas into 3% hydrogen 
peroxide and titrates the resultant sulphuric acid with N/1o sodium 
hydroxide. 

Direct Titration Method.t—This method is applicable to sauternes 
and other white wines and to beer, but should not be used for other mate- 
rials, unless found by experiment to yield accurate results. 

To 25 grams of the sample, finely divided in water if solid or semi- 
solid, add 25 cc. of a normal solution of potassium hydroxide in a 200-cc. 
flask. Shake thoroughly, and set aside for at least fifteen minutes with 
occasional shaking; to cc. of sulphuric acid (x : 3) are then added with 
a little starch solution, and the mixture is titrated with N/so iodine solu- 
tion, introducing the iodine solution quite rapidly, and adding it till a 
distinct fixed blue color is produced. One cc. of the iodine solution is 
the equivalent of 0.00064 gram SOx». 


FORMIC ACID. 


Formic acid (HCOOH) is a colorless liquid at temperatures above 
8.3° C. It boils at 101° C., has a pungent odor and strong caustic action 
when applied to the skin, causing great pain and ulceration. It occurs 
-naturally in the bodies of certain ants (hence the name) and in small 
quantities in various vegetable and animal substances. 

On a commercial scale formic acid is usually prepared by heating 
glycerol with oxalic acid, the glycerol ester first formed being saponified 


* Tids. Kem. Farm., 11, I9I4, p. 281. 
} U.S. Dept. of Agric., Bur. of Chem., Bul. 65, p. 90. 
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by a fresh portion of the oxalic acid and the formic acid separated by 
distillation. 

Formerly this acid was considered to be less active as a preservative 
than acetic acid, but more recently it has been shown to be very powerful, 
a water solution containing less than 0.1% entirely preventing the growth 
of yeasts and certain bacteria. Recently a 60% solution has come into 
use as a preservative for fruit products. 

Detection of Formic Acid.—Bacon Method.*—Strongly acidify the 
solution (which must not contain formaldehyde) with phosphoric acid 
and distil about one-third of it. To the distillate add dilute sulphuric 
acid and magnesium filings in sufficient quantities to cause a vigorous but 
not a violent evolution of hydrogen. In case quite a large quantity of 
acid is present in the distillate it is not necessary to add any sulphuric 
acid. If the amount of formic acid is small (about 0.1%) continue the 
action for one hour; if larger quantities are present the reaction will be 
complete in a few minutes. Test the solution for formaldehyde by the 
methods given on page 881. 

Woodman and Burwell Method.t—Distil 50 grams of the material 
with 20 cc. of 20% phosphoric acid, heating the liquid during the process 
until 200 cc. have condensed. Mix the distillate with 2 cc. of 30% acetic 
acid, add 20 cc. of milk of lime (100 grams CaO per liter), or sufficient to 
neutralize the acid, evaporate to small bulk over a free flame, then to 
dryness on the water-bath, and subject to dry distillation in a test-tube 
heating finally to redness and passing the distillate into 3 cc. of water con- 
tained in another test-tube cooled in ice water. ‘Test the distillate for 
formaldehyde. 

Shannon Method.t—Distil in a current of steam about 1000 cc. of the 
solution, collecting 2500 cc. of distillate in a receiver containing 5 cc. of 
lead cream. (The latter is prepared by adding sodium hydroxide to a 
solution of lead ‘nitrate until a faint pink color appears with phenol- 
phthalein and washing the precipitate 8 to 10 times by decantation.) Shake 
and as the lead dissolves add a few cc. more of the cream until all the formic 
acid is combined. Evaporate to about 50 cc., filter and allow to crystallize 
in a desiccator. Wash the needle-like crystals of lead formate with absolute 
alcohol and dry on filter-paper. © 


*U.S. Dept. of Agric., Bur. of Chem., Circ. 74. 
t Tech. Quart., 21, 1908, p. I. 
t Jour. Ind. Eng. Chem., 4, 1912, p. 526. 
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An aqueous solution of the crystals should reduce silver nitrate, mer- 
curic or platinum chloride solution on warming and should yield with 
sulphuric acid on warming in a test-tube, carbon monoxide, which burns 
in the tube. Distilled with concentrated phosphoric acid, the crystals 
yield formic acid, identified by the acid reaction, the reducing action on 
the metallic salts as given above, and the formation of formaldehyde when 
treated according to the Bacon test. 

Determination of Formic Acid.—Fincke Method.*—Dilute 25 to 
so grams of the material to 100 cc., add 1 gram of tartaric acid and distil 
in a current of steam until the distillate amounts to 1000 to 1500 cc. In 
the case of vinegar nearly neutralize with sodium or calcium carbonate 
before distillation. 

Add sodium hydroxide to the distillate to slight alkaline reaction, 
evaporate to 300 cc., add 3 to 5 grams of sodium acetate and sufficient 
mercuric chloride reagent (100 grams of mercuric chloride and 30 grams of 
sodium chloride per liter) so that the amount of mercuric chloride added 
is at least fifteen times the amount of formic acid present. 

If the quantity of formic acid present is minute, the neutralized distil- 
late should be evaporated to 25 cc. and only o.2 gram of sodium acetate 
and 2 cc. of the mercury reagent added. 

Heat on a steam bath under a reflux condenser for two hours, collect 
the mercurous chloride on a Gooch crucible, wash with water, and finally 
with alcohol and ether. Dry at 100° C. for one hour and weigh. Calculate 
the formic acid, using the factor 0.0975. 

Both Fincke and Kreis f call attention to the formation of formic acid 
from sugars in the presence of acids, hence the necessity for quantitative 
determination, ignoring mere traces. Kreis states that by avoiding the 
addition of acid, heating the distilling flask in a water-bath, and collecting 
1 liter of distillate, less than 5 mg. of formic acid are formed from sugars. 
Merl { distils under diminished pressure (10 to 15 mm.), heats in a bath 
at 60° C. ether in a current of air or steam, the temperatures of the boiling 
liquid being about 35 to 43° C., treats the distillate with calcium carbonate, 
and proceeds in other respects as in the regular Fincke method. In this 
manner the formic acid from decomposed sugars does not exceed 1.49 mg. 


* Zeits. Unters. Nahr. Genussm., 21, 1911, p. 1° 22, 1911, p. 88; 23, 1012, D-255;825 
1913, p. 386. 

t Mitt. Lebensm. Hyg., 3, 1913, p. 205. 

f Zeits. Unters. Nahr. Genussm., 27, 1914, p. 733. 
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Adam * in all the samples of bouillon cubes examined by him found formic 
acid formed by the treatment of starch with nitric acid during manu- 
facture. 

If sulphurous acid is contained in the material, oxidize in an alkaline 
solution with hydrogen peroxide and remove the excess of peroxide with 
freshly precipitated mercuric oxide. In case salicylic acid is present add 
I gram of sodium chloride for each 50 cc. of the distillate. 

To separate from formaldehyde or other aldehydes pass the vapor 
from the distilling flask through a boiling suspension of 1 gram of calcium 
carbonate in too cc. of water before condensing. Separate the suspended 
calcium carbonate by filtering and treat the filtrate as described. Seeker,t 
to avoid the interference of sulphur dioxide, uses barium carbonate instead 
of calcium carbonate. 

Bacon Method.t—Distil the solution containing the formic acid with 
a small quantity of phosphoric acid until the distillate is no longer acid. 
If the volume of the distillate is too large to be conveniently handled, 
neutralize it with sodium hydroxide and evaporate to a convenient volume. 
Add an excess of platinic chloride and sufficient acetic acid to make the 
solution strongly acid (usually about 1 or 2 cc. of glacial acetic acid for 
less than 1 gram of formic acid), and boil the solution for one hour, using 
a reflux condenser. Collect the reduced platinum in the usual manner and . 
_ weigh. The weight of the platinum multiplied by 0.472 equals the formic 
acid present. 


FLUORIDES, FLUOSILICATES, AND FLUOBORATES. 


These substances all possess strong antiseptic qualities, and while 
no instances are recorded of the use of the last two classes of compounds 
in this country, the use of fluorides as a preservative of beer is practiced 
to some extent. The salt most commonly used is ammonium fluoride 
(NH4F), preparations of this salt being sold commercially under various 
trade names as beer preservatives. Ammonium fluoride exists as small, 
deliquescent, hexagonal, flat crystals. Its taste is strongly saline. It 
is soluble in water, and slightly soluble in alcohol. Sodium fluoride 
(NaF) occurs as clear, lustrous crystals, soluble in water. 


* Arch. Chem. Mikros., 9, 1916, p. 77. 
+ Jour. Assn. Off. Agr. Chem., 1, 1915, p. 264. 
{ U.S. Dept. of Agric., Bur. of Chem., Circ. 74. 
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Detecton of Fluorides.—Modification of Blarez’ M. ethod.*—Thor- 
oughly mix the sample and heat 150 cc. to boiling. Add to the boiling 
liquid 5 cc. of a 10% solution of barium acetate. Collect the precipitate 
in a compact mass, using to advantage a centrifuge, wash upon a small 
filter, and dry in the oven. Transfer to a platinum crucible, first break- 
ing up the dry precipitate and then adding the filter ash to the crucible. 
Prepare a glass plate (preferably of the thin variety commonly used for 
lantern-slide covers) as follows: First thoroughly clean and polish, and 
coat on one side by carefully dipping while hot in-a mixture of equal 
parts of Canauba wax and paraffin. Near the middle of the plate make 
a small cross or other distinctive mark through the wax with a sharp 
instrument, such as a pointed piece of wood or ivory, which will remove 
the wax and expose the glass without scratching the latter. Add a few 
drops of concentrated sulphuric acid to the residue in the crucible, and 
cover with the waxed plate, having the mark nearly over the center, and 
making sure that the crucible is firmly imbedded in the wax. Place 
in close contact with the top or unwaxed surface of the plate a cooling 
device, consisting of a glass cylinder the bottom of which is closed with 
a thin sheet of pure rubber. Keep the cylinder filled with ice water, so 
that the wax does not melt. Heat the bottom of the crucible gently over 
. a low flame or on an electric stove for an hour. Remove the glass plate 
and indicate the location of the distinguishing mark on the unwaxed | 
surface of the plate by means of gummed strips of paper, melt off the 


wax by heat or a jet of steam, and thoroughly clean the glass with a soft 


cloth. A distinct etching will be apparent on the glass where it was ex- 
posed, if fluoride be present. 

Detection of Fluoborates and Fluosilicates——Niviére and Hubert 
Method.t—To 200 cc. of the sample add lime water to alkaline reaction, 
evaporate to dryness, and ignite. Extract the partially burned residue 
with water acidified with acetic acid and filter. Ignite the insoluble residue 
and extract again with dilute acetic acid, filter, add the second filtrate to — 
the first, and test this for boric acid (page 885). 

Incinerate the filter with the insoluble portion containing calcium 
silicate or fluoride, if present, transfer to a test-tube, mix with some silica, 
and add a little concentrated sulphuric acid. Attach to the test-tube a 
small U-tube containing a very little water. Heat the test-tube for half 


* Mass. State Board of Health An. Rep., 1905, p. 498. Chem. News, OI, 1905, Pp. 30. ~ 
t Monit. sci., 1895 [4], 9, 324. 
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an hour in a water-bath kept below boiling. In the presence of fluoride, 
silicon fluoride will be generated and will be decomposed by the water 
in the U-tube, forming a gelatinous deposit on the walls. 

If both boric and hydrofluoric acids are found, the compound present 
is undoubtedly a borofluoride. If no boric acid is found, but silicon 
fluoride is detected, repeat the operation, but without the added silica. 
If the silicon skeleton is then formed, fluosilicate is indicated. 


BETA-NAPHTHOL 


Beta-naphthol (C;oH7OH) is a phenol, occurring naturally in coal- 
tar, but the commercial product is more-commonly prepared artificially 
from naphthalene by digesting the latter with sulphuric acid, and fusing 
the product with alkali. It is a colorless, or pale buff-colored powder, 
with a faint phenolic odor and a sharp taste. It is slightly soluble in water, 
and readily soluble in alcohol, ether, and chloroform. Its melting-point 
is 122°C. In alcoholic solution it is neutral to litmus. | 

It is used to some extent in alcoholic solution as a preservative of 
cider. 

Detection of Beta-Naphthol.— Bube * states that if an ethereal extract 
of beta-naphthol is evaporated to dryness, and the residue dissolved in 
hot water made first faintly alkaline with ammonia, and then faintly acid 
with very dilute nitric acid, a beautiful rose color will be developed on 
the addition of a drop of fuming nitric acid or of a nitrite. He declares 
the test to be a delicate one, but it is apparently sometimes obscured by 
interfering substances, which the ether may dissolve. It should also be 
carried.out in a faint light, as strong sunlight affects the color. 

Ferric chloride, when applied to an aqueous solution of beta-naphthol, 
produces a greenish coloration. 

Shake about 50 grams of the sample to be tested with chloroform in 
a separatory funnel, evaporate the chloroform extract to a small volume 
(say I or 2 cc.), transfer to a test-tube, add 5 cc. of an aqueous solution 
of potassium hydroxide (1:4), and warm gently. If beta-naphthol is 
present, a deep-blue color will appear in the aqueous layer, turning through 
green to light brown. 


ASAPROL, OR ABRASTOL 


These are trade names for calcium a-mono-sulphonate of beta- 
naphthol, Ca(CjoH6SO30H)s, a. white, odorless, scaly powder, sometimes 
* Analyst, 13, 1888, p. 52. 
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slightly reddish, obtained by the action of heated sulphuric acid on beta- 
naphthol, the resulting compound being afterwards treated with a calcium 
salt. It is readily soluble in water and alcohol, and is neutral in reaction. 
Its taste is at first slightly bitter, but rapidly changes to sweet. It decom- 
poses at about 50° C. 

The writer is unaware of any instance of the presence of this substance 
in foods, but its character is such as to adapt it for use as a preservative 
of wines and possibly other food products.. It has long been regarded 
as a possible preservative, and the analyst should be prepared to encounter 
it at any time. 

Detection of Asaprol.—Sinabaldi’s Method.*—The portion of the 
solution to be tested (say 50 cc.) is made slightly alkaline with ammonia, 
and shaken with ro cc. of amyl alcohol in a separatory funnel. Alcohol 
is often useful in breaking up an emulsion if there is one. Separate the 
amyl alcohol extract, which if turbid is filtered, and evaporate to dry- 
ness. Wet the residue with about 2 cc. of nitric acid (1 : 1), heat on the 
water-bath till the volume is about 1 cc., and wash with a few drops of 
water into a narrow test-tube. Next add about 0.2 gram of ferrous sul- 
phate and ammonia in excess, a drop at a time, constantly shaking the 
solution. If a reddish-colored precipitate is formed, it is dissolved by 
the addition of a little sulphuric acid, and further additions of ferrous 
sulphate and ammonia are made as before. When a dark-colored cr 
green precipitate appears, add 5 cc. of alcohol, dissolve in sulphuric acid, 
shake, and filter. If abrastrol be present to the extent of o.or gram or 
more, a red coloration is observed, while in its absence, the filtrate is color- 
less or faintly yellow. 

If the solution to be tested is a fat, it should be melted and extracted 


with hot 20% alcohol, which is evaporated to dryness, and the above test 
carried out on the dry residue. 


* Mon. Sci., 1703 (4), 7, p. 842; U.S. Dept. of Agric., Bur. of Chem., Bul. 50, p. oz. 


CHAPTER XIX. 
ARTIFICIAL SWEETENERS. 


UnveEr this head are included the intensely sweet coal-tar derivatives, 
such as saccharin, dulcin, and glucin, that possess no food value whatever 
in themselves. From their high sweetening power, in some cases several 
hundred times that of cane sugar, they are capable, when used in minute 
quantity, of imparting an appropriate degree of sweetness to food products, 
which, on account of the use of inferior materials, or by reason of the 
presence of inert or less sweet adulterants, would otherwise be lacking 
in this property. 

Such canned vegetables as sweet corn and peas are subject to treat- 
ment with saccharin, especially if by their age and condition before can- 
ning they are wanting in the sweet, succulent taste inherent in the fresh 
product. 

The sweetening power of commercial glucose is considerably less 
than that of cane sugar, so that when large admixtures of the glucose are 
used in such products as jellies, jams, honey, molasses, maple syrup, 
etc., to the exclusion of cane sugar, the presence of the glucose might in 
some cases be suggested by the bland taste of the food, unless reinforced 
by one of the artificial sweeteners. 

The analyst should therefore be on the outlook for one or another 
of these concentrated sweetening agents in all of the above classes of 
foods, especially in saccharine products wherein glucose is found to pre- 
dominate largely over the cane sugar, while the taste is not lacking in 
sweetness. 


SACCHARIN. 


Saccharin or Gluside, Benzoyl sulphimide (CgH4.CO.SO2NH), is a 
white powder, composed of irregular crystals, whose melting-point, when 
pure, is about 224° C. It is prepared from toluene, which by treatment 
- with concentrated sulphuric acid is first converted into a mixture of 
905 
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ortho- and para-toluene sulphonic acids. These are further converted into 
corresponding chlorides, and from the orthochloride, by treatment with 
ammonia, the imide is formed. It is soluble in 230 parts of cold water, 
30 parts of alcohol, and 3 parts of ether. It is sparingly soluble in chloro- 
form, but readily soluble in dilute ammonia. It is from 300 to 500 times as 
sweet as cane sugar, and, unlike cane sugar, it is not, when pure, charred 
by the action of concentrated sulphuric acid even on heating. dts aque- 
ous solution is distinctly acid in reaction. Pure saccharin, when heated 
under diminished pressure, can be sublimed without decomposition. 

The addition of 1 part of saccharin to 1000 parts of commercial glucose 
renders the latter as sweet as cane sugar. 

The sodium salt of saccharin is readily soluble in water, and has nearly 
the same sweetening power as saccharin. 

Saccharin, according to Fahlberg and List,* has antiseptic properties. 
‘Squibb states that it is about equal to boric acid in this respect... 

The use of saccharin in foods, other than those designed for invalids, 
is not allowed under the federal law.t This decision was reached after 
the Referee Board found that quantities over o.3 gram and especially over 
I gram per day used for a considerable time were liable to produce digestive 
disturbances. 

Detection of Saccharin in Foods.—I{ the sample to be tested is a solu- 
tion or syrup, render it acid, if not already such, with phosphoric acid, - 
and extract with ether. In case of canned vegetables and similar goods, 
finely divide the material by pulping or maceration in a mortar, dilute 
with water, and strain through muslin. Acidify the filtrate, and extract 
with ether.§ If an emulsion forms, use a centrifugal machine (p. 21). 
Separate the extract, evaporate off the ether, and test the residue for 
saccharin as follows: 

(1) Add to the residue, if it tastes sweet, a few cubic centimeters of 
hot water, or preferably a very dilute solution of sodium carbonate, in 
which saccharin is more soluble. An intensely sweet taste is indicative 
of its presence. This test, if applied directly, will sometimes fail, espe- — 
cially in the case of beer, by reason of the extraction by the ether of various | 


e 


* Jour. Soc. Chem. Ind., 4, p. 608. 
ft Food Inspection Decision 146. 
TU. S. Dept. of Agric., Rep. 94, Washington, 1or1r. 


§ Allen states that a purer residue is obtained if the sample of beer be treated with lead 
acetate, and filtered before extraction with ether. 
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bitter principles, such as hop resins, which by their strong, bitter taste 
mask the sweet taste of saccharin in the residue. Spaeth * recommends 
that such bitter substances be removed before extraction, which is done 
by treatment of 500 cc. of the beer with a few crystals of copper nitrate, 
or with a solution of copper sulphate. The flocculent precipitate formed 
need not be filtered off, but the liquid is preferably concentrated by evap- 
oration to syrupy consistency, acidified with phosphoric acid, and ex- 
tracted with three successive portions of a mixture of ether and petro- 
leum ether. After extraction, separation, and evaporation of the solvent, 
dissolve the residue in weak sodium carbonate. As small a quantity 
as 0.001% of saccharin can be detected in the final alkaline solution by 
its sweet taste. 

(2) Bornstein’s Test.t—Heat the residue from the ether extraction 
of the acidified sample with resorcin and a few drops of sulphuric acid 
in a test-tube till it begins to swell up. Remove from the flame, and, 
after cooling till the action quiets down, again heat, repeating the heating 
and cooling several times. Finally cool, dilute with water, and neutralize 
with sodium hydroxide. A red-green fluorescence indicates saccharin. 
Gantter { states that it is useless to apply this test to beer, in view of the 
fact that ordinary hop resin gives the same fluorescence. i 

(3) Schmidt’s Test.3—The residue is heated in a porcelain dish with 
about a gram of sodium hydroxide || for half an hour at a temperature 
of 250° C., either in an air-oven or in a linseed oil bath. This converts 
the saccharin if present into sodium salicylate. Dissolve the fused mass 
in water, acidify, and extract the solution with ether. Test the ether 
residue in the regular manner for salicylic acid with ferric chloride 
(p. 888). This test can obviously be applied only in the absence of 
salicylic acid, which should first be directly tested for. 

It is recommended that a mixture of equal parts of ether and petroleum- 
ether is preferable to the use of ether alone as a solvent of saccharin, as 
such a mixture, while readily dissolving saccharin, does not, like ether, 
dissolve other substances, which might form salicylic acid when fused 
with sodium hydroxide. 7 

Determination of Saccharin——When saccharin is fused with an alkali 
and potassium nitrate, the sulphur is oxidized to sulphuric acid. On 

* Zeits. angewandte Chem., 1893, p. 579. 
+ Zeits. anal. Chem., 27, p. 165. 
ft Ibid., 32, 309. 


§ Rep. Anal. Chem., 30; Abs. Analyst, 12, p. 200. 
Potassium hydroxide cannot be used instead of sodium hydroxide for the fusion. 
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this principle depends the following method of Reischauer: * A known 
quantity of the beer or other liquid to be tested is concentrated by evapo- 
ration to about one-third its original volume, acidified with phosphoric 
acid, and extracted by repeated portions of ether. The combined ether 
extract is evaporated to small volume, and transferred to a platinum 
crucible, in which it is further brought to dryness. It is then cautiously 
ignited with a mixture of about 6 parts sodium carbonate and 1 part potas- 
sium nitrate. Dissolve the fusion in water, acidulate with hydrochloric 
acid, and determine the sulphuric acid in the usual manner with barium 
chloride. The weight of the precipitated barium sulphate, multiplied 
by 0.785, gives the weight of saccharin. In view of the fact that only 
small quantities of saccharin are used in beer and other foods, it is best 
to employ a large portion of the sample for analysis. 


DULCIN. 


Dulcin or sucrol, para-phenetol carbamide (C,H,O.C,H,.NH.CO.NH,) 
is a white powder, composed of needle-like crystals, sparingly soluble 
in cold water, ether, petroleum ether, and chloroform. It dissolves in 
800 parts of cold water, 50 parts of boiling water, and 25 parts of 95% 
alcohol. It is readily soluble in acetic ether. Its melting-point is about 
173°C. It is not readily sublimed without decomposition. Dulcin is 
about four hundred times sweeter than cane sugar. 

When a mixture of dulcin and dilute sodium hydroxide is subjected to 
distillation, phenetidin goes over with the steam into the distillate. When 
this is heated with glacial acetic acid, phenacetin is formed, which may 
be tested for as follows: Boil with hydrochloric acid, dilute with water, 
cool, filter if turbid, and add a few drops of a solution of chromic acid. 
A deep-red color indicates phenacetin. 

Detection of Dulcin in Foods.—In view of the comparatively slight 
solubility of dulcin in ether and chloroform, acetic ether is the best solvent 
for purposes of removing it from foods, first making it alkaline. 

(1) Bellier’s Method.t—A portion of the sample to be tested is made 
alkaline and extracted with acetic ether. In the case of certain products 
it is best to subject them to varied preliminary treatment, depending on 
the case in hand. With such products as thin fruit syrups, simply make 
alkaline and shake out with acetic ether. In the case of thick fruit syrups, 
confectionery, and preserves, dilute with water, add an excess of basic 
") © Abst-Anaiyst, a2,-p. 234.) sy a 

Tt Ann. de Chim. Anal., 1900, V, pp. 333-3373 Abs. Analyst, 26, p. 43. 
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lead acetate, remove the lead by precipitation with sodium sulphate, 
filter, and make the filtrate alkaline. 

With wines, add 2 grams of mercuric acetate and a slight excess of 
ammonia, shake, and filter. 

With beer, add to 200 cc. 2 or 3 grams of powdered sodium phospho- 
tungstate, and a few drops of sulphuric acid, shake, allow to stand for a 
few minutes, and filter. Make the filtrate alkaline with ammonia. 

Having thus obtained a-clarified solution, use from 50 to 200 cc. of 
neutral acetic ether to say 500 cc. of the alkaline solution, and shake 
in a separatory funnel. Separate the extract, filter, and evaporate to 
dryness. If the dulcin exceeds 0.04 gram per liter, crystals will be appar- 
ent in the residue. If fats and resins are present in the residue, make 
repeated extractions with hot water, and evaporate to dryness. The 
purified residue is finally brought to dryness in a porcelain dish, and 
treated with 1 or 2 cc. of sulphuric acid and a few drops of a solution 
of formaldehyde. Let it stand for fifteen minutes, and afterwards dilute 
with 5 cc. of water. A turbidity or precipitate indicates dulcin. 

(2) Jorissen’s Test.*—The residue from the acetic ether extract of 
an alkaline solution of the sample is treated with 2 or 3 cc. of boiling 
water in a test-tube, and a few drops of mercuric nitrate f are added. 
Heat the tube and its contents for five minutes in a boiling water-bath, 
withdraw, and disregarding any precipitate, add a small quantity of lead 
peroxide. On the subsidence of the precipitate, which quickly occurs, 
a fine violet color appears for a short time in the clear upper layer in 
presence of o.oor gram of dulcin. 

(3) Morpurgo’s Method.t{—To the acetic ether residue, evaporated to 
dryness in a porcelain dish, add a few drops of phenol and concentrated 
sulphuric acid, and heat a few minutes on the water-bath. After cooling, 
transfer to a test-tube, and with the least possible mixing pour ammonia 
or sodium hydroxide over the surface. A blue zone at the plane of con- 
tact between the two layers indicates dulcin. 

Determination of Dulcin.—For a quantitative determination, Bellier’s 
method is carried out on a weighed or measured portion of the sample, 
as follows: In the case of alcoholic beverages first expel the alcohol by 


* Chem. Zeit. Rep., 1896, p. 114. 

+ The mercuric nitrate is prepared by dissolving 2 grams of mercuric oxide in dilute 
nitric acid, adding sodium hydroxide solution till a slight permanent precipitate is formed, 
diluting to 15 cc., and decanting the clear liquid. 

} Zeits. anal. Chem., 1896, 35, p. 104; U.S. Dept. of Agric., Bur. of Chem., Bul, 6s, 


p: 89. 
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evaporation, and make up to the original volume with water. Treat 
the various food preparations with the appropriate clarifying reagents, 
as in Bellier’s qualitative test (p. 908), and, after filtering and making 
alkaline, extract twice with 50 cc. each of acetic ether. The residue 
is purified if necessary by extraction with hot water as above described, 
and the final residue is dissolved in 1 to 5 cc. of concentrated sulphuric 
acid. A few drops of formaldehyde are added. The solution is allowed 
to stand for fifteen minutes, and then diluted to ten times its volume 
with distilled water. After twenty-four hours, collect the precipitate on a 
tared filter, wash with water, dry, and weigh. 


GLUCIN. 


This comparatively new sweetening agent is the sodium salt of a 
mixture of the mono- and di-sulphonic acids.of a substance having the 
composition C,,H,,N, In the market it appears as a light-brown powder, 
readily soluble in water. It is insoluble in ether and chloroform. It 
decomposes without melting at about 250°C. It is three hundred times 
sweeter than cane sugar. 

A color reaction with glucin is obtained by dissolving it in dilute 
hydrochloric acid, cooling by immersing the test-tube in water, and to 
the cold solution adding a little sodium nitrite solution. Finally, to the 
liquid is added a few drops of an alkaline solution of beta-naphthol, and 
a red coloration is produced. With resorcin or salicylic acid in alkaline 
solution, the color will be yellow. 


CHAPTER XX; 
FLAVORING EXTRACTS AND THEIR SUBSTITUTES, 


OF the three great groups of organic compounds essential for nutn- 
tion, the fats and proteins in a state of purity are almost tasteless, as is 
also true of starch, dextrin, and cellulose of the carbohydrate group. 
Only the sugars have a pronounced taste. The flavor of food products, 
aside from their sweetness, is largely due to minor constituents, such 
as organic acids, ethers, essential oils, etc., which serve chiefly to render 
the products acceptable to the palate, thereby contributing to their 
digestibility. Many culinary preparations lacking in flavor, but not in 
nutritive value, are commonly mixed with substances which supply this 
deficiency. Spices and flavoring extracts belong to the class of materials 
added mainly if not entirely for their zest-giving properties. 

By far the most extensively used flavoring extracts are those of vanilla 
and lemon, and in comparison with these the sale of all other varieties 
is comparatively insignificant. ‘These two favorite extracts are employed 
in nearly every household, and form a necessary adjunct to almost all 
forms of desserts, cakes, and confections, as well as to a wide variety 
of commercial preparations. Others of some importance are extracts of 
orange, almond, wintergreen, peppermint, rose, and certain spices. Imita- 
tion fruit flavors are used in cheap confectionery, ice cream, etc., and 
are of questionable wholesomeness. 


VANILLA EXTRACT. 


The Vanilla Bean is the source of pure vanilla extract, besides being 
used in chopped form directly as a flavoring agent. It is the fruit of 
the plant of the Vanilla plantfolia, or flat-leaved vanilla. ‘This climbing, 
perennial plant belongs to the orchid family, and is indigenous to Central 
and South America and the West Indies, but by far the highest prized 
beans are cultivated in Mexico. While different varieties differ in some 
details, the best cured beans of commerce, as a rule, are from 20 to 25 cm. 
in length and from 4 to 8 mm. thick, drawn out at their ends and curved 
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at the base. They are rich dark brown in color, of a soapy or waxy 
nature to the touch, deeply rifted lengthwise, and covered with fine frost- 
like crystals of vanillin. When cut cross-wise, the bean exudes a thick, 
odorless juice, containing calcium oxalate crystals. 

The cross-section of the bean is ellipsoidal in shape. The thick 
brown walls inclose a triangular cavity, in which are the lobed placentas. 
Between these are papille, secreting a finely granular, yellow, balsam- 
like substance that contributes much to the flavor of the extract, and 
helps to give the cut bean its delicious odor. 

When first gathered, the beans are yellowish green, fleshy, and with- 
out odor, develoning their peculiar consistency, color, and smell by the 
process of fermentation or ‘‘ sweating,” which differs in various countries. 
According to the best methods the beans are sun-dried for nearly a month, 
being alternately pressed lightly between the folds of blankets, and 
exposed to the air. After the curing, they are packed in bundles. 

Quicker methods of curing consist of the use of artificial heat and 

calcium chloride for drying, but the products so prepared are considered 
inferior in quality. 
_ The Mexican vanilla beans are of the choicest grade, and command 
a high price, sometimes reaching fifteen dollars per pound. The Bourbon 
beans, grown in the Isle of Réunion, are next in grade. These beans 
we shorter than the Mexican and much less expensive. They resemble 
the Tonka bean in odor. Beans from Seychelles and Mauritius are 
even shorter than the Bourbon beans, and are largely exported to England. 
Cheaper varieties are those from South America, which do not bring 
half the price of the Mexican beans, and the cheapest are the Tahiti beans 
and so-called “ vanillons,” or beans of the wild vanilla (Vanilla pompona), 
These latter are used more in sachet powders and perfumes, possessing 
an odor not unlike heliotrope. 

Composition of the Vanilla Bean.—The following are results of the 
analyses of two varieties of vanilla beans, according to Kénig: 


ae Baie 
Watersi och). Doe eee eee oe 30-94 
Nitrogen” bodies: 2a 2.2 .n5 0a 4.87 2.56 
Fattands wax. saeco 6.74 4.68 
Reducing stigar, 40 ere ee 7307 Osi? 
Non-nitrogen substances. ..... 30.50 32.90 
Cellulose: 3). es FE ES ae 19.60 BS 27 


Ashserese its ono. eee 4.73 4.53 
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Vanillin.—This body (CsHgO3) is the methyl ether of protocatechuic 
aldehyde, and often occurs on the surface of the bean in fine crystalline 
needles. It has a sharp but pleasant flavor, is soluble with difficulty 
in cold water, but readily soluble in hot water, ether, alcohol, and chloro- 
form. Its melting-point is 80° to 81° C. and it sublimes at 280°. It 
is present in vanilla beans according to Winton and Berry * in amounts 
varying from 1.20% to 3.50%. While the lowest percentage was found 
in the cheapest bean (Tahiti) the highest was found in a bean of medium 
quality (Comores). Mexican beans, the choicest on the market, contained 
1.80% to 2.20%. 

While vanillin may be readily extracted by alcohol and other solvents 
from the beans, such a product would be far too expensive to compete 
with the commercial synthetic vanillin, an artificial product, chemically 
identical with the vanillin from the bean. Synthetic vanillin was formerly 
made from the glucoside coniferin by oxidation with chromic acid. It 
is now largely obtained by oxidizing the eugenol of clove oil with alkaline 
potassium permanganate. 

If ferric chloride be added to an aqueous solution containing vanillin, 
a dark-blue coloration will be produced. 

Besides vanillin, the bean contains wax, fat, sugar, tannin, gum, resin, 
and delicate odoriferous principles not yet studied. 

Exhausted Vanilla Beans are sometimes found on sale, which have 
been deprived of their vanillin by being soaked in alcohol, after which 
they are coated with some artificial substitute, presenting the same frosty 
appearance as the natural vanillin crystals. This may be accomplished 
by rolling the beans in benzoic acid. Benzoic acid crystals are readily 
distinguished from those of vanillin under the microscope. 

Preparation ‘of Vanilla Extract.—Vanilla extract is a dilute alcoholic 
tincture of the vanilla bean, sweetened by cane sugar. To be perfectly 
pure it should contain no other added substances, with the possible excep- 
tion of glycerol, and many of the best brands are free from this. In 
practice it is variously prepared, but the following method of the U. S. 
Pharmacopceia (1890) is a typical one: 

“‘ Vanilla, cut into small pieces and bruised, 100 grams. 

“‘ Sugar, in coarse powder, 200 grams. 

“ Alcohol and water, each, a sufficient quantity to make tooo cc. 

“Mix alcohol and water in the proportion of 650 cc. of alcohol to 


*U. S. Dept. of Agric., Bur. of Chem., Bul. 152, 1912, p. 146. 
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350 cc. of water. Macerate the vanilla in soo cc. of this mixture for 
twelve hours, then drain off the liquid and set it aside. ‘Transfer the 
vanilla to a mortar, beat it with the sugar into a uniform powder, then 
pack it in a percolator, and pour upon it the reserved liquid. When this 
has disappeared from the surface, gradually pour on the menstruum, 
and continue the percolation, until 1000 cc. of tincture are obtained.” 

Composition of Authentic Extracts.—The tables on pp. 915 and 916 
gives summaries of analyses by Winton and Berry * and Winton, Albright, 
and Berry + of extracts made by the U. S. P. process (1890) from different 
varieties, grades, and lengths of vanilla beans. As the process employed 
did not exhaust the beans as thoroughly as certain commercial processes 
involving soaking the beans for weeks or even months, the residues after 
preparing the U. S. P. extracts were further exhausted by soaking for five 
months in 60% alcohol and the extracts thus obtained analyzed with the 
results summarized at the bottom of the first table. - 

A study of the average figures for the different grades and different 
lengths, irrespective of variety, showed an increase of vanillin but a decrease 
in normal lead number and color value from the lowest to the highest 
grade and also from the shortest to the longest bean. 

Influence of Different Menstrua on Composition.—Winton and his 
coworkers have found that the composition of the extract was. not 
affected by omission of the sugar entirely, and also that when glycerol was 
substituted for sugar the only constant affected was the color value, which 
was somewhat increased. When 35% alcohol was substituted for the 62% 
alcohol of the above process the percentage of vanillin was not altered, 
but the normal lead number, the percentages of color in the lead filtrate 
and insoluble in amyl alcohol and the ash were increased while the color 
value of the extract itself and the acidity were decreased.. In the prepara- 
tion of a pure extract the use of alcohol weaker than 45% is not com- 
mercially practicable owing to difficulties in percolation. 

Dean and Schlotterbeck, in preparing vanilla extract with 50% alcohol 
alone and with 50% alcohol containing 0.4% of potassium carbonate, 
obtained the following results: normal lead number 0.57 and 1.00, red 
23 and 39, yellow 76 and 06, and ratio of red to yellow r : 3.3 and 1 : 2.5 


respectively. Results using smaller amounts of alkali were intermediate. 
A better flavor was obtained without the addition. 


*U.S. Dept. of Agric., Bur. of Chem., Bul. 152, 1912, p. 146. 
} Jour. Ind. Eng. Chem., 7, IQI5, p. 516. 
f Ibid., 8, 1916, pp. 607, 703. 


FLAVORING EXTRACTS AND THEIR SUBSTITUTES. 915 


The same authors have made extensive investigations on the influence 
of method of preparation on the quality of the extract. 


COMPOSITION OF AUTHENTIC VANILLA AND TONKA EXTRACTS 
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* Calculated to volume of extract. 
+ Coumarin: Maximum, 0.27%; minimum, 0.22%; average, 0.25%. 
t Excluding Ceylon, Vanillons, and Tonka Beans. 


FOOD INSPECTION AND ANALYSIS. 


916 
COMPOSITION OF AUTHENTIC VANILLA AND TONKA EXTRACTS 
ay Ee ltaet, en see of Ash, 
ce. Io ali ce. to Acid 
per Too ce. Gram per I00 cc. per 100 cc. 
Variety : 
mo es q 3 5 
=I : : — 2 
ean. ee SE 6 a oe a 
gs ee 1 QO 1 a a) 3 
i if <s ws uO 15 [aMe) 
a - 3 os Oo = oo 
tr esa fae ese gr SF 8. Cee eee 
cs fo) a a = E 
Mexican: 
Miasinmitamerrreietel = 52 13 42 0.422 | ©. 340) | 0.0 
IMGbarbonlbhens scone Gnd 42 Io 27 0.297 | oO ne ese ao a - 
See See eee a 46 II 35 0.359 | 0.301 | 0.058 45 35 Io 
IMIpwebeoh bboy ga aga oon 51 I4 38 @.. fe) 
Ree OOOO 28 8 22 eee ° ee . = a ae a5 
CLARE. <i ow wees s Oo II 2 - 
Seychelles: 9 On3t7|) On259 | ,O7058 40 Che 13 
ARIMAVMN ele elela\e ee 42 I3 fo) .316 . 
ponies Betslateratess ah 35 Io oe inet ae a =i a sh 
CLAges aca stiete ct 
Madagascar 39 12 27 0.203 | 0.243 | 0.050 39 27 I2 
Maxim: Pecue sos 8 < 47 20 a 
pecimun Festa che above re 42 Io aa ee Soins oe S, Ps % 
age be ten bao Noor a Boe 45 I4 BE 0.284 |} 0.239 | 0.045 39 28 II 
Maximituml!. pity aes 47 20 
pes Aebonetevegecwans 34 8 ae pes 2 337 eres = 2 6 
FS aiaetsnareliepaliehels: O 
South Hone 4 52 28 0.333) | 0.272: | 0,008 45 31 I4 
eb cbenbbesla guano 52 I 
Minimum...) tA ota als ga © [forsee Motor trols oie te ane ae 
5 : B 
aes Bits syete terete ye 49 I4 35 0.325 | 0.276 | 0.049 40 28 12 
Maximum.......... 
Minima sean neice BA : an Cee C2286 pe. OF° oe aa a 
EN EENEES 5 op ain BO Ot 39 5 34 Se : ak c ae oo 33 = 
ava A : ° 0.055 49 3 II 
Miaxirmitunreenisierieictets 
Wbbarbadkohors § agabOn OL pe 7 es wae O. 209 0.050 49 38 II 
WAIN So Gao Oboe 48 15 33 O. a ia Oe . =, 3 
Tahiti. aE 0.265 | 0.046 42 34 8 
Maximumi...@.....: 
Minimum... oiaes es oe : = a os a ae eens oe ey 2 
6 INGE SH eb Goda ndd 31 7 on eer Os tie 0.039 30 23 7 
anions. miseckrees stick 38 4 ie .214 | 0.040 33 26 7 
Tonka beans: So ©2203 4/0244. heereas 38 ve 7 
IMaximtrairr. ates sere See ls 5 
nee ee oe le hoe 0.132 | 0.122 | 0.010 15 12 3 
ANVETAGEAGS lee thn Se ela aeneae 2 0.163 | 0.156 | 0.007 16 14 2 
ATP AT alysesch ms a0 eee | scum | unum: 2 On FATS Gee 3o er O9e 15 13 a 
Gh.dibaahbh align eaeireoin eis 
Minima ami eis eels sem e * a Ete EE Ree ee os 18 
30 Ui 14 0.220 
AVeta Se ml nie 42 12 a ‘ 0.179 | 0.027 30 22 7 
3 0.319 | 0.265 | 0.054 42 30 I2 


i* Excluding Ceylon, Vanillons, and Tonka beans, 
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The Tonka Bean forms the basis of many of the cheaper so-called 
vanilla extracts on the market. It is the seed of the large tree, native to 
Guiana, known as Dipterix (or Coumarouna) odorata. The pods are 
almond-shaped, and contain a single seed, from 3 to 4 cm. long, shaped 
like a kidney bean, of a dark-brown color, having a thin, shiny, rough, 
brittle skin, and containing a two-lobed oily kernel. 

Coumarin (CyH,O.), the active principle of the Tonka bean, is the 
anhydride of coumaric acid. It occurs in the crystalline state between 
the lobes of the seed kernel. Coumarin occurs also in many other plants. 
It may be extracted from the beans by treatment with alcohol. It crys- 
tallizes in slender, colorless, needles, melting at 67°C. It has a fragrant 
odor and burning taste. It is very slightly soluble in cold water, but 
readily soluble in hot water, ether, chloroform, and alcohol. One pound 
of cut beans yields by alcoholic extraction about 108 grains of coumarin. 
The latter may be synthetically prepared by heating salicylic aldehyde 
with sodium acetate and acetic anhydride, forming aceto-coumaric acid, 
which decomposes into acetic acid and coumarin. 

The author has found that an aqueous solution of coumarin, unlike 
vanillin, forms a precipitate when iodine in potassium iodide is added in 
excess, the precipitate being at first brown and flocculent, afterwards, 
on shaking, clotting together to form a dark-green, curdy mass, leaving 
the liquid perfectly clear. 

U. S. Standards.—Vanilla extract is the flavoring extract prepared 
from the vanilla bean, with or without sugar or glycerin, and contains in 
too cc. the soluble matters from not less than 10 grams of the vanilla bean. 

Vanilla bean is the dried, cured fruit of Vanilla planifolia Andrews. 

Tonka extract is the flavoring extract prepared from tonka bean, with 
or without sugar or glycerin, and contains not less than 0.1% by weight 
of coumarin extracted from the tonka bean, together with a correspond- 
ing proportion of the other soluble matters thereof. 

Tonka bean is the seed of Cowmarouna odorata Aublet (Dipteryx 
odorata (Aubl.) Willd.). 

The Adulteration of Vanilla Extract consists EhieRy in the use of 
coumarin or extract of the Tonka bean, and in the substitution of artifi- 
cial vanillin, either alone or with coumarin, for the true extractives of 
the vanilla bean. Imitation vanilla flavors more often consist of a 
mixture of either tincture of Tonka or coumarin with vanillin in weak 
alcohol, colored with caramel, or occasionally with coal-tar colors. Or 
the exhausted marc from high-grade vanilla extract is macerated 
with hot water and extracted, the extract being reinforced with 
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artificial vanillin or coumarin, or both. A pure vanilla extract possesses 
certain peculiarities with regard to its resins and gums that distinguish 
it from the artificial, or indicate whether or not it has been tampered 
with. While it is possible to introduce artificial resinous matter in the 
adulterated brands with a view to deceiving the analyst, it is almost 
impossible to do this without detection, since different reactions are 
readily apparent in this case.from those of the pure extracts. 

Prune juice is said to be used to give body and flavor to vanilla 
extract. The writer has found spirit of myrcia or bay rum in a sample 
of alleged vanilla extract, containing also vanillin and coumarin. The 
adulterant in this sample was present to such an extent as to be unmis- 
takable by reason of the odor. 

Factitious Vanilla Extracts are ordinarily indicated (1) by the presence 
of coumarin, (2) by the peculiar reactions of the resinous matter, or by 
the entire absence of these resins, (3) by the scanty precipitate with lead 
acetate, and (4) by the abnormally low or high content of vanillin. 

The following figures show the content of vanillin and coumarin in 
a few typical cheap “ vanilla” extracts, selected from a large number 
examined by the author. All of these were entirely artificial, and ranged 
from 5 to 20 per cent by weight of alcohol. 


Vanillin, Coumarin, 
Per Cent. Per Cent. 
ne Ra Sa.d ae See ee ©.040 0.074 
Becta cee Goer a eres None 0.172 
Oe ey ere \ 1 st None 0.330 
Drees tee ee eee ee 0.250 None 
| a are eat ul iedinn buy AO 0.025 0.144 


As a rule these cheap artificial preparations possess considerable body 
and flavor, but the latter is of a much grosser nature than the genuine 
vanilla extract, with the delicate and refined flavor of which they are not 
to be mistaken by any one at all familiar with both varieties. 

Winton and Bailey* have found as high as 2.55% of vanillin in 
imitation extracts. They also have detected the presence of acetanilide 
in amounts varying up to 0.15%. This substance at one time was 
extensively employed as an adulterant of vanillin, hence its presence in 


imitation extracts prepared from such vanillin. It is not only worthless 
as a flavor, but is a menace to health. 


* Conn. Agric. Exp. Sta., Rep. 1905, p. 131. 
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In the limits of composition for standard vanilla extract given on page 
gis, the range in vanilla content is from 0.11 to 0.31%. 


METHODS OF ANALYSIS OF VANILLA EXTRACT 

Detection of Artificial Extracts.—The presence of coumarin or Tonka 
tincture to any appreciable extent in vanilla extract is usually recognizable 
by the odor, to one skilled in examining these flavors. The odor of cou- 
marin is more pungent and penetrating than that of vanillin, and in mix- 
tures is apt to predominate over the milder and more delicate odor of 
vanillin. 

Add normal acetate of lead solution to a suspected extract. The 
absence of a precipitate is conclusive evidence that it is artificial. If 
a precipitate is formed, much information may be gained by its character. 
A pure vanilla extract should yield with lead acetate a heavy precipitate, 
due to the various extractives. The precipitate should settle in a few 
minutes, leaving a clear, supernatant, partially decolorized liquid. If 
only a mere cloudiness is formed, this may be due to the caramel present, 
and in any event is suspicious. 

Examination of the Resins.—Resin is present in vanilla beans to the 
extent of from 4 to rz per cent, and the manufacturer of high-grade 
essences endeavors to extract as much as possible of this in his product. 
This he can do by the use of 50% alcohol, in which all the resin is readily 
soluble, or by employing less alcohol and relying on the use of alkali 
to dissolve it. A pure extract free from alkali should produce a precip- 
itate, when a portion of the original sample is diluted with twice its volume 
of water and shaken in a test-tube. 

When, moreover, the alcohol is removed from such an extract, the 
excess of resin is naturally precipitated. 

The character of the resins extracted from the vanilla bean is so dif- 
ferent from that of other resins as to furnish conclusive tests, worked 
out by Hess * as follows: 25 to 50 cc. of the extract are de-alcoholized by 
heating in an evaporating-dish on the water-bath to about one-third its 
volume. Make up to the original volume with water, and, if no alkali 
has been used in the manufacture of the preparation, the resin will be in 
the form of a brown, flocculent precipitate. ‘To entirely set free the resin, 
acidify, after cooling, with dilute hydrochloric acid, and allow to stand 
till all the resin has settled out, leaving a clear supernatant liquid. The 
resin may be quantitatively determined, if desired, by filtering, wash- 


* Tour. Am. Chem. Soc., 21 (1899), Pp. 721, 
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ing, drying, and weighing, but in this case should stand for a long time 
before filtering. 

The resin is collected on a filter, washed, and subjected to various 
tests. A piece of the filter with the attached resin is placed in a beaker, 
containing dilute potassium hydroxide. Pure vanilla resin dissolves 
to a deep-red color, and is reprecipitated on acidifying with hydrochloric 
acid. Dissolve another portion of the precipitate in alcohol, and divide 
the alcoholic solution into two portions, to one of which add a few drops 
of ferric chloride, and to the other hydrochloric acid. Pure vanilla resin 
shows no marked coloration in either case, but foreign resins nearly all 
give color reactions under these conditions. 

Tannin.—Test a portion of the filtrate from the resin for tannin by 
the addition of a few drops of a solution of gelatin. A small quantity 
of tannin only should be indicated, if the extract is pure, a large excess 
tending to show added tannin. 

Determination of Vanillin and Coumarin.—Modified Hess and Prescott 
Method.—This process, in its original form devised by Hess and Prescott,* 
has been modified by Winton, collaborating with Silverman,f Bailey,{ 
Lott,§, and Berry,|| in order to prevent loss of coumarin, detect the 
presence of acetanilide, and permit the determination of normal lead 
number in the same weighed portion. It depends on the principle that 
ammonia water, acting on the ether solution of vanillin and coumarin, 
forms with’ the aldehyde vanillin a compound soluble in water, but 
does not affect the coumarin, which remains in solution in the 
ether. 

Weigh 50 grams of the extract directly into a tared 250-cc. beaker 
with marks showing volumes of 80 and 50 cc., dilute to 80 cc., and evapo- 
rate to 50 cc. in a water-bath kept at 70° C. Dilute again to 80 cc. with 
water and evaporate to 50 cc. Transfer to a 1oo-cc. flask, rinsing the 
beaker with hot water, add 25 cc. of standard lead acetate solution, 
(80 grams of C. P. crystallized lead acetate, made up to one liter), make 
up to the mark with water, shake, and allow to stand eighteen hours ata 
temperature of from 37° to 4o° C., in a bacteriological incubator, in a 
water-bath provided with a thermostat, or in any other suitable apparatus. 


* Jour. Am. Chem. Soc., 21, 1899, p. 256. 

t Ibid., 24, 1902, p. 1128. 

f Ibid., 27, 1905, p. 710. 

§ A. O. A. C. Proc. 1909, U.S. Dept. of Agric., Bur. of Chem., Bul. 132, p. 109. 
|| U. S. Dept. of Agric., Bur. of Chem., Circ. 66. 
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Filter through a small dry filter and pipette off so cc. of the filtrate into 
a separatory funnel. 

If a determination of normal lead number is desired, pipette off 10 cc. 
of the filtrate into a beaker, and proceed as described on page 925. In 
the latter case, the water used throughout the process should be boiled 
until free from carbon dioxide. If coloring with caramel is suspected 
determine the color value of the original extract and the filtrate (p. 926). 

To the 50 cc. of the filtrate in the separatory funnel, add 20 cc. of ether 
and shake. Draw off carefully the aqueous liquid, together with any 
ether emulsion and then remove the clear ether solution to another sepa- 
ratory funnel. Repeat the shaking of the aqueous liquid with ether 
three times, using 15 cc. each time. 

Shake the combined ether solutions four or five times with 2% ammo- 
nium hydroxide, using 10 cc. for the first shaking and 3 cc. for each 
subsequent shaking. In drawing off the ammoniacal solution, care should 
be taken not to allow any of the ether solution to pass through with it. 
Reserve the ammoniacal solution for the determination of vanillin. 

Transfer the ether solution to a weighed dish and allow the ether 
to evaporate at room temperature. Dry in a sulphuric acid desiccator 
and weigh. If the residue is pure coumarin, it should have a melting- 
point of 67° C., respond to the Leach test, and be completely soluble in 
three or four portions of petroleum ether (boiling-point 30° to 40° C.), 
stirring with each portion fifteen minutes. 

If a residue remains in the dish after decanting off the last portion 
of the petroleum ether solution, acetanilide should be looked for (p. 925). 

Add to the ammoniacal solution 10% hydrochloric acid to slightly 
acid reaction. This should be done without delay, as the ammoniacal 
solution on standing grows slowly darker with a loss of vanillin. Cool, 
and shake out in a separatory funnel with four portions of ether, as 
described for the first ether extraction. Evaporate the ether solution at 
room temperature in a weighed dish, dry over sulphuric acid, and weigh. 
The residue should be pure vanillin free from any appreciable amount of 
color and with a melting-point of 80° C. ' 

If the percentage of vanillin is not desired, and coumarin only is to be 
separated for gravimetric determination, the author has found that good 
results are usually obtained by simply treating the dealcoholized original 
sample with ammonia, extracting it with 3 or 4 portions of chloroform in 
a separatory funnel, and evaporating the combined chloroform extract in 
a tared dish at a temperature not exceeding 60° in the oven. 
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Many of the precautions employed in carrying out the above processes 
for vanillin and coumarin determination may be dispensed with if these 
substances are simply to be tested for qualitatively. 

Determination of Vanillin.—Folin and Denis Method.*—This method 
is based on the fact that vanillin (as well as other mono-, di-, and tri- 
hydric phenol compounds), when treated in an acid solution with phos- 
photungstic-phosphomolybdic acid, gives on addition of an excess of sodium 
carbonate, a beautiful deep blue color. It yields accurate results, requires 
but 5 cc. of the material, and is exceedingly rapid. An analyst familiar 
with the process can make ten or twelve determinations in an hour, whereas, 
working under favorable conditions, he would not be able to make the same 
number of determinations by the Hess and Prescott method in less than 
three days. For inspection purposes the latter method has the advantage 
that the vanillin and coumarin are obtained in crystalline form for sub- 
sequent tests; furthermore coumarin, normal lead number, and color 
value of the lead filtrate are determined in one weighed portion. 

1. Reagents. (a) Standard Vanillin Solution. Dissolve o.1 gram 
of pure vanillin in water and make up to 1 liter. 

(6) Phosphotungstic-phosphomolybdic Acid Reagent. To 10o grams 
of pure sodium tungstate and 20 grams of phosphomolybdic acid (free 
from nitrates and ammonium salts) add 1co grams of syrupy phosphoric 
acid (containing 85 per cent H3PO4) and 7oo cc. of water. Boil over a 
free flame for one and one-half to two hours, cool, filter, if necessary, and 
make up with water to x liter. An equivalent amount of pure molybdic 
acid may be substituted for the phosphomolybdic acid. 

(c) Sodium Carbonate Solution. Prepare a solution of the c.p. salt, 
saturated at room temperature. 

(d) Lead Solution. Dissolve 50 grams each of basic and neutral lead 
acetate in water and make up to 1 liter. 

2. Process. Pipette 5 cc. of the extract or substitute into a graduated 
too-cc. flask, add about 75 cc. of cold tap water and 4 cc. of lead solution, 
make up to the mark with water and shake. Filter rapidly through a folded 
filter paper and pipette 5 cc. of the filtrate, corresponding to 0.25 cc. of the 
extract, into a 50-cc. graduated flask. Into another 5o-cc. graduated flask 
pipette 5 cc. of the standard vanillin solution, which volume contains 6.000 5 
gram of vanillin. T’o each flask add from a pipette 5 cc. of the phospho- 
tungstic-phosphomolybdic reagent, directing the stream against the neck 


* Jour. Ind. Eng. Chem., 4, 1912, p. 670. 
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in such a manner as to wash down any adhering vanillin. Shake the flasks 
by a rotary motion, allow to stand for five minutes, then fill to the mark 
with saturated sodium carbonate solution. Thoroughly mix the con- 
tents of the flask by inverting several times and allow to stand for ten 
minutes in order that the precipitation of sodium phosphate may be com- 
plete. Filter rapidly through folded filters and compare the color of the 
deep-blue solutions, which must be clear, in the colorimeter. 

In this, as in all colorimetric methods, a slight cloudiness of the solution 
of the unknown, by cutting off more light than the standard, gives a low 
reading and correspondingly high result. 

Calculate the grams of vanillin per 100 cc. as follows: 


_0.0005k X100_ R 


P Tes) 
0.257 or 


in which P is the grams of vanillin per 100 cc., R is the reading of the 
standard solution and r is the reading of the unknown solution in the 
colorimeter. 

Estes Method.*—1. Alcoholic Extracts —To 5 cc. of the vanilla extract 
in a 50-cc. graduated flask, add 6 cc. of water and 1.5 cc. of acid mercuric 
nitrate reagent, prepared by dissolving metallic mercury in twice its weight 
of concentrated nitric acid (sp.gr. 1.42) and diluting with 25 times its weight 
of water. Make up at the same time a standard solution, using 5 cc. of 
1% aqueous vanillin solution, 6 cc. of water, and 0.5 cc. of the reagent. 
Heat the two flasks in boiling water for twenty minutes, cool rapidly, make 
up to the mark, filter, and compare the intensity of the violet to violet red 
colors formed. 

2. Non-alcoholic Extracts—Proceed as above except that 1.0 cc. instead 
. of 1.5 of acid mercuric nitrate reagent is used. 

Detection of Coumarin.—Leach Test.—The residue, believed to be 
coumarin, obtained by the Hess and Prescott method, is identified by the 
following test: Add a few drops of water, warm gently, and add to the 
solution a little iodine in potassium iodide. In presence of coumarin a 
brown precipitate will form, which, on stirring with the rod, will soon gather 
in dark-green flecks. The reaction is especially marked if done on a 
white plate or tile. 

Wichmann Test.{—Dilute 25 cc. of the extract with 25 cc. of water, 
slightly acidify, if alkaline, with sulphuric acid, and distil to dryness. To 


* Jour. Ind. Eng. Chem., 9, 1917, p. 142. 
+ U.S. Dept. of Agric., Bur. of Chem., Bul. 95, 1912. 


924 FOOD INSPECTION AND ANALYSIS. 


the distillate, containing the vanillin and coumarin, add_15 to 20 drops of 
1:1 potassium hydroxide, hastily evaporate to 5 cc., transfer to a test- 
tube and heat over a free flame until the water completely evaporates and 
the residue fuses to a colorless, or nearly colorless mass. Cool the melt 
and dissolve in a few cubic centimeters of water, transfer to a 50-cc. 
Erlenmeyer flask and acidify slightly with 25% sulphuric acid. Finally 
distil the solution (which should not exceed ro cc.) into a test-tube contain- 
ing 4 or 5 drops of neutral 0.5% ferric chloride. If coumarin is present 
in the original extract, a purple color will develop, the intensity being 
proportional to the amount of coumarin. 

The Dean Modification * eliminates saccharin and salicylic acid a 
interfering substances in the foregoing test. Dealcoholize 25 cc. of the sam- 
ple or use the residue from the alcohol determination, add 5 cc. of ammonia 
water, and shake with 1s cc. of ether in which vanillin, salicylic acid, and 
saccharin are insoluble in the presence of ammonia, while coumarin is 
readily soluble. Separate the ether layer, evaporate to dryness on a water- 
bath, add 5 drops of 509% potassium hydroxide solution, dry carefully, 
fuse at the lowest possible temperature taking care to avoid blackening. 
Dissolve the mass in a few cc. of water, acidify with dilute sulphuric acid, 
and shake vigorously in a test-tube with 5 cc. of chloroform. Remove 
the chloroform with a small pipette, filter through a small plug of cotton, 
add 1 to 2 cc. of water containing 1 to 2 drops ferric chloride solution, 
and shake, noting whether or not a purple coloration is formed. 

Vanillin and Coumarin Crystals under the Microscope.—These sub- 
stances are best examined when crystallized from ether solution, and 
several crystallizations may be found necessary, before the best results 
are obtained. For examination, pour a few drops of the ether solution 
of the purified vanillin or coumarin directly on a slide, and allow to evapo- 
rate spontaneously. Under best conditions vanillin crystallizes from ether 
in long, slender needles, often radiating from central points, or fotming 
star-shaped bundles. 

Coumarin crystals are shorter and thicker than vanillin. 

With polarized light pure vanillin crystals give a brilliant play of colors 
between crossed nicols, even without the selenite plate, while pure cou- 
marin crystals without the selenite are almost lacking in varying colors, and 
show very little play, even when the selenite is employed. This sharp 
distinction is not true when crystallized from chloroform. 


* Jour. Ind. Eng. Chem., 7, 1915, p. sro. 
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Determination of Normal Lead Number.—W inion and Lott Method.*— 
Mix the to-cc. aliquot of the filtrate from the lead acetate precipitate, 
obtained in the determination of vanillin and coumarin (p. g21), with 
25 cc. of water, boiled until free from carbon dioxide, and a moderate 
excess of sulphuric acid. Add 100 cc. of 95% alcohol, and mix again. 
Let stand overnight, filter on a Gooch crucible, wash with 95% alcohol, 
dry at a moderate heat, ignite at low redness for three minutes, taking - 
care to avoid the reducing flame, and weigh. The normal lead number 
is calculated by the following formula: 


__ 00 X0.6831(S —W) 


) 


IZ = 13.662 (S—W), 


in which P=normal lead number, S=grams of lead sulphate corre- 
sponding to 2.5 cc. of the standard lead acetate solution as determined 
in blank analyses, and W = grams of lead sulphate obtained in ro cc. of the 
filtrate from the lead acetate precipitate, as above described. 

The standard of the lead acetate solution as determined by blank 
analyses does not change appreciably on standing; it should, however, 
be checked from time to time, especially if the bottle is opened frequently, 
thus permitting absorption of carbon dioxide. In all steps of the process 
only water free from carbon dioxide should be used. 

Pure vanilla extract of standard strength should have a normal lead 
number not less than o.4o. Dilution diminishes the number propor- 
tionately. For example, a mixture containing 50% of vanilla extract 
should have a normal lead number not less than 0.20 and so on. 

Determination of Acetanilide.—Winton and Bailey Method.—If in the 
determination of vanillin and coumarin (p. g21) a residue is found after 
thoroughly stirring the coumarin with three or four 15-cc. portions of 
petroleum ether and decanting off the liquid; allow this residue to stand 
at room temperature until apparently dry and finish drying in a sul- 
phuric acid desiccator. Weigh and deduct the weight from that previously 
obtained, thus obtaining the true amount of coumarin. 

The residue, if acetanilide, should melt at 112° C. and respond to 
Ritsert’s tests as given below. 

If aeetanilide is found in the coumarin it will also be present in the 
vanillin, although in smaller amount. Dissolve the weighed residue of 
impure vanillin in 15 cc. of 107% ammonium hydroxide solution, shake 
twice with ether, evaporate the ether solution at room temperature, dry 


* U.S. Dept. of Agric., Bur. of Chem., Bul. 132, IQTO, P. 109} Circ. 66. 
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in a sulphuric acid desiccator, and weigh. Deduct this weight from the 
weight of impure vanillin, thus correcting for the amount of acetanilide 
present. 

The total weight of acetanilide is found by adding the weight of the 
portion separated from the coumarin to that separated from the vanillin. 

Ritsert’s Tests for Acetanilide.*—Boil the acetanilide, obtained as 
described above, in a small beaker for two or three minutes with 2 to 3 cc. 
of concentrated hydrochloric acid, cool, divide into three portions, and 
test in small tubes (4 to 5 mm. inside diameter), or by spotting on a porce- 
lain plate, as follows: 

(t) To one portion add carefully 1 to 3 drops of a solution of chlorinated 
lime (z : 200) in such a manner that the two solutions do not mix. A 
beautiful blue color formed at the juncture of the two liquids indicates 
acetanilide. 

(2) To another portion add a small drop of potassium permanganate 
solution. A clear green color is formed if any appreciable amount of 
acetanilide is present. 

(3) Mix the third portion with a small drop of 3% chromic acid solu- 
tion. Acetanilide gives a yellow-green solution, changing to dark green on 
standing five minutes, and forming a dark blue precipitate on addition of 
a drop of caustic potash solution. . 

These tests are conclusive only when taken in conjunction with the 
melting-point. 

Determination of Glycerol.—The presence of any considerable quantity 
of glycerol is apparent by the character of the residue obtained on evapora- 
ting 5 grams to dryness, in the determination of total solids. The residue, 
if glycerol is present in notable amount, appears of a moist consistency, 
even when a practically constant weight has been attained at 100° C. 

To determine glycerol, proceed as with wines (page 734). 

Determination of Alcohol.—Measure out 25 cc. of the sample, dilute 
to 50 cc. with water, and distil off about 20 cc. into a 25-cc. graduated 
receiver. Make up to the mark with water, determine the specific gravity 
at 15.6°, and find from the alcohol table the per cent corresponding. 

Cane Sugar and Glucose are determined as in the case of preserves 
and jellies. 

Detection of Caramel.—Lead Acetate Method.—Dealcoholize, precipi- 
tate with lead acetate, and filter, as described for the determination of 
vanillin and coumarin (page 920). If the extract is pure, the filrate will 


* Pharm. Ztg., 33, 1888, p. 383. 
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be light yellow; if colored with caramel, the filtrate will be yellow brown 
or deep brown, according to the amount present. 

More definite conclusions may be reached by determining the color 
values of the original extract and the lead acetate filtrate in terms of 
yellow and red of the Lovibond scale and calculating the ratio of the 
two colors, also the percentage of each color remaining in the filtrate. 
The reading of the extract is made in the 1-inch cell after diluting 2 cc. to 
50 cc. with 50% alcohol, while that of the filtrate is made directly in a 1-inch 
cell or, if very dark in $- or 4-inch cell. 

Color Insoluble in Amyl Alcohol.—Evaporate 25 cc. of the extract on 
a water-bath until no odor of alcohol is apparent and the liquid is reduced 
to a thick sirup, then proceed as described on page 785. 

Determination of Acidity.— Total.— Dilute 10 cc. of the extract to 200 cc. 
and titrate with N/io alkali, using phenolphthalein as indicator. Calcu- 
late to 100 cc. of extract. 

Vanillin Acidity—Multiply the percentage of vanillin by 65.8. 

Determination of Ash.—Total—Evaporate to cc. of the extract in a 
platinum dish and burn below redness. 

Solubility and Alkalinity of Ash.—See page 657. 

Coal-tar Colors are detected by the usual tests (pages 840 to 875). 


LEMON EXTRACT. 


Spirit or essence of lemon of the National Formulary and former 
editions of the Pharmacopoeia, is a 5% solution (by volume) of lemon 
oil in deodorized alcohol, colored with lemon peel. 

This preparation was dropped from the eighth revision of the Phar- 
macopeeia, and Tinctura limonis corticis or tincture of lemon peel added. 
The following are the directions for the preparation of the latter as given 
in the ninth revision: 


Lemon peel, grated from the fresh fruit.......... 500 grams 


Wey TAPS sak OIA OR er rac Eee IIe 1000 mils 


Prepare a tincture by type process M, macerating the drug in tooo mils 
of alcohol and completing the preparation with alcohol. Use purified 
cotton as a filtering medium. 

U. S. Standards.—Lemon Extract is the flavoring extract prepared 
from oil of lemon, or from lemon peel, or both, and contains not less than 
5% by volume of oil of lemon. 
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Oil of Lemon is the volatile oil obtained, by expression or alcoholic 
solution, from the fresh peel of the lemon (Ciirus limonum L.), has an 
optical rotation (25° C.) of not less than +60° in a Too-mm. tube, and 
contains not less than 4% by weight of citral. 

Terpencless Extract of Lemon is the flavoring extract prepared by 
shaking oil of lemon with dilute alcohol, or by dissolving terpeneless oil 
of lemon in dilute alcohol, and contains not less than 0.2% by weight 
of citral derived from oil of lemon. 

Ter peneless Oil of Lemon is oil of lemon from which all or nearly 
all of the terpenes have been removed. 

The U. S. standard for lemon extract (5% of lemon oil by volume) 
is a fair one. In fact there are commercial extracts on the market 
containing as high as 12%. An extract of lemon to contain 5% of 
lemon oil must contain at least 80% by volume of alcohol, lemon oil 
being insoluble in dilute alcohol. Deodorized, or purified alcohol, com- 
monly known as cologne spirits or perfumers’ alcohol, is used in the 
highest-grade preparations, since the odor of ordinary commercial alcohol 
produces a slighty deleterious effect. 

Adulteration of Lemon Extracts.—For making a cheap extract the 
cost of the lemon oil is not so important an item as that of the alcohol, 
and as little as possible of the latter is employed, though pure oil 
is doubtless used. These terpeneless extracts are made by rubbing 
the oil in carbonate of magnesia in a mortar, stirring in slowly a 
little strong alcohol, and allowing the mixture to soak for some 
time. A varying amount of water is added a little at a time, and 
the whole is shaken and again allowed to stand, sometimes for a week, 
before filtering. Finally the extract is filtered, and the coloring matter 
added, consisting sometimes of turmeric tincture and sometimes of coal- 
tar dyes. In these cheap extracts the per cent of alcohol often runs 
below 4o, and as little as 4.5% by volume of alcohol has been found 
by the author in a commercial extract. With less than 45% of alcohol 
by volume, no appreciable amount of oil is dissolved, only a portion 
of citral, though such preparations are sometimes bottled as “ pure 
extract of lemon.” Time and again manufacturers have protested to 
the author that the purest oil was used by them, when notified that their 
brand contained no oil, or when prosecuted in court, and were with 
difficulty convinced that the trouble with their goods was that, on account 
of weak alcohol employed, the lemon oil used failed to get into the final 
product. It is true that a certain taste or odor of the lemon is present, 
even in cheap varieties wherein no oil is found, due to the fact that 
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even dilute alcohol, when slowly percolating through the magnesia in 
which the oil is finely distributed, does abstract therefrom a certain 
amount of citral, which is, however, but a mere shadow~ of the sub- 
stance and body possessed by a strong alcoholic solution of oil of 
lemon. 

In many instances, where formulas appear stating the name and 
per cent of ingredients, these formulas are entirely deceptive and mis- 
leading, in that the statements are not borne out on analysis. 

The flavor of the cheap extracts is sometimes reinforced by the 
addition of such substances as citral, oil of citronella, and oil of lemon- 
grass, but minute quantities only of these pungent materials can be used, 
not exceeding 0.33% in the case of citral, ando.1% in the case of the 
two last mentioned oils. Cane sugar and glycerin are sometimes 
found. 

U. S. P. tincture of lemon peel owes its color to natural substances 
extracted by the alcohol. This color, however, readily fades on exposure 
to light. Other coloring matters employed are largely coal-tar dyes, 
and occasionally tincture of turmeric or saffron. 

During 19o1 practically all the brands of lemon extract sold in Massa- 
chusetts were collected and analyzed. 167 samples were examined, 
representing ahout 100 brands, and 139 samples were classed as adul- 
terated, based on 5% lemon oil as a standard, and depending on whether 
or not the contents conformed to the labels on the bottles. _ 

The typical analyses, given in tables on page 930, are selected from the 
tabulated results of the above examination.* 

Forty-two samples contained no lemon oil, ranging in content of 
alcohol from 4% to 45%. 


METHODS OF ANALYSIS OF LEMON EXTRACT. 


A. S. Mitchell was the earliest among food chemists to systematically 
examine lemon extract, and to him are due the methods for determining 
oil of lemon, as well as various other tests now adopted provisionally by 
tier Aa.) WAS C:t 

Detection of Lemon Oil in Alcoholic Lemon Extract.—If on adding 
a large excess of water to the extract no cloudiness occurs, the oil may 


* An. Rep. Mass. State Board of Health, 1901, p. 459; Food and Drug Reprint, p. 4r. 
t+ Jour. Am. Chem. Soc., 21, 1899, p. 1132; U.S. Dept. of Agric., Bur. of Chem., Bul. 65, 
p. 73; Bul. 107 (rev.), p 159. 
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LEMON EXTRACTS OF STANDARD QUALITY. 


ee Ee 


izati ifi Alcohol, 

poe per aan en Crean Per Cont by Foreign Ingredients. 

Tube. Volume. 15.6° C. Volume. 

30.8 Q-I 0.8280 84-39 Turmeric 

26.0 7.6 0.8402 80.49 hee 

2355 6.9 0.8352 81.74 | Dinitrocresol 

21.8 6.4 0.8396 82.88 

20.0 5-9 0.8335 84.24 

18.0 5-3 0.8268 86.82 

17.0 rae) 0.8496 80.06 


INFERIOR OR ADULTERATED LEMON EXTRACTS. 


oe fet way = Go or rece Foreign Ingredients. 
Tube. Volume. 15.6° C, Volume. 
I4.0 | 4.1 0.8592 77-62 Dinitrocresol 
12.2 BG 0.8644 76.08 g8 
ee) Ba 0.8620 77.50 A coal-tar dye 
9-9 2-9 0.8615 77-99 ie 
8.0 83 0.8531 81.61 Dinitrocresol 
6.8 2.0 0.8416 87-55 Tropezolin 
5-0 Mets 0.8832 EEO) Be 
3-5 STO) 0.8939 67.68 
2.8 0.8 0.8995 65-23 Dinitrocresol 
252 0.6 0.8941 67.69 ae 
1.4 0.4 0.9136 59-40 A nitro dye 
0.3 o.1 0.9408 46.40 Dinitrocresol 
0.0 0.0 ©.9937 4-49 Tropzolin 
—8.0 Cie Wee oeaoest lh. ocaae Invert sugar 
27.0 ene I apedot 27.49 Cane sugar 
0.0 Gur 9b  Gabeee 47-35 Oil other than lemon 


fairly be inferred to be absent. The degree of cloudiness produced is 
proportional to the amount of lemon oil present. 

Determination of Lemon Oil in Alcoholic Lemon Extract.—Mitchell 
Polarization Method.—Polarize the undiluted extract in a 200-mm. tube at 
20° C. Divide the reading on the Ventzke scale by 3.4, and if cane sugar 
or other optically active substances are absent, the quotient expresses the 
per cent of lemon oil by volume. With instruments reading in circular 
degrees, divide the rotation in minutes at 20° C. by 62.5. If the Laurent 
instrument with sugar-scale is used, divide the sugar-scale reading by 4.8. 

Cane sugar, though rarely found in lemon extract, is occasionally 
used in small amount. It is said to aid in the solution of the oil. If it 
is present, wash the solid residue from 10 cc. of the sample (dried on 
a water-bath) with three portions of 5 cc. each of ether, to remove waxy 
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and fatty matters, dry and weigh the residue of cane sugar, deducting 
0.38 from the reading for each 0.1% of sugar so found. 

Mitchell Precipitation Method.—Pipette 20 cc. of the extract into a 
Babcock milk-flask, add 1 cc. of dilute hydrochloric acid (1:1); add 
25 to 28 cc. of water previously warmed to 60° C.; mix, and stand in 
water at 60° for five minutes; whirl in a centrifuge for five minutes; fill 
with warm water to bring the oil into the graduated neck of the flask, 
and repeat the whirling for two minutes; stand in water at 60° for a few 
minutes, and read the per cent of oil by volume. Where the oil of lemon is 
present in amounts over 2%, add to the percentage of oil found 0.4% 
to correct for the oil retained in solution. Where less than 2% and more 
than 1% is present, add 0.3% for correction. 

Save the precipitated oil for the determination of refraction. 

When the extract is made in accordance with the U. S. Pharma- 
copeeia, the results by the two methods just given should agree within 
0.2%. 

To obtain per cent by weight from per cent by volume, as found 
by either of the above methods, multiply the volume percentage by 
2.86, and divide the result by the specific gravity of the original ex- 


tract. 
Howard’s Modification of Mitchell’s Precipitation Method.*—Pipette 


to cc. of the extract in a Babcock milk bottle, and add in the following 
order, 25 cc. of cold water, 1 cc. hydrochloric acid (specific gravity 1.2), 
and o.5 cc. chloroform. Close the mouth of the bottle with the thumb, 
and shake vigorously for not less than one minute. Whirl the bottle 
in a centrifuge for one and one-half to two minutes, thus forcing the chloro- 
form and oil to the bottom of the bottle, and remove all but 3 or 4 cc. cf 
the clear supernatant liquid by means of a glass tube of small bore 
connected with an aspirator. 

To the residue add tcc. of ether, agitate thoroughly, plunge the 
bottle to the neck in a boiling-water bath, holding at slight angle, and 
rotate in the bath for exactly one minute. ‘This step is best carried out 
by removing one of the small rings from a water- or steam-bath and 
holding the bottle in the live steam, The ether serves the purpose 
of steadily and rapidly sweeping out every trace of chloroform with- 
out appreciable loss of oil. Finally, cool the bottle, fill nearly to 


NN 
* Jour. Am. Chem. Soc., 30, 1908, p. 608. 
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the top of the neck with water at room temperature, centrifuge for one- 
half minute, read the column of separated oil to the top meniscus, and 
multiply the reading by two, thus obtaining the per cent of oil. 

This method may also be used for determining the oil in extracts of 
orange, peppermint, clove, cinnamon, and cassia, employing in the case of 
the heavier oils dilute sulphuric acid (1 : 2), instead of water, in filling 
the bottles before the last centrifuging. 

Determination of Lemon Oil in Non-alcoholic Lemon Extract.—The 
following methods are applicable to extracts consisting of emulsions of 
lemon and other essential oils in mucilage of acacia, tragacanth, karaya, 
or other gums with or without glycerol. 

Boyles Precipitation Method.*—Measure 10 cc. of the emulsion into 
a graduated cylinder, transfer as much as possible to a 50-cc. flask, rinse 
the cylinder with 1o-cc. portions of 95% alcohol, and with the aid of a 
glass rod transfer all of the emulsion and precipitated gum to the flask. Full 
. to the mark, shake thoroughly, and let stand about thirty minutes. Filter 
through a folded filter and determine the oil in a 20-cc. portion of the 
filtrate as in alcoholic extracts. Multiply the per cent of oil found in the 
filtrate by five to obtain the per cent of oil in the original emulsion. The 
method is applicable also to orange, almond, anise, and nutmeg extracts of 
the non-alcoholic type. 

Boyles Distillation Method.*—Measure to cc. of the extract into a 
graduated cylinder and transfer it by means of about 35 cc. of water to a 
side-neck distilling flask and distil with steam into a 1oo-cc. cassia flask. 
Since only 95% of the oil is recovered the amount found must be multiplied 
by too and divided by 95. 

The method is also applicable to non-alcoholic orange and peppermint 
extracts, in the latter case the amount recovered is divided by 90 instead 
of 9s. 

Determination of Alcohol.—Mitchell has shown that the difference 
in specific gravity between oil of lemon and stronger alcohol is not so 
great, but that a very close approximation to the true percentage of alcohol 
in lemon extracts may be obtained from the specific gravity itself, assum- 
ing, of course, that foreign substances, such as sugar, glycerol, etc., are 
absent. In the absence of such foreign substances determine the specific 
gravity of the sample, ascertain from the alcohol tables on pages 690 to 
703 the per cent of alcohol by volume corresponding. This gross figure 


* Jour. Ind. Eng. Chem., 10, 1918, p. 537. 
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includes the lemon oil, the per cent of which should be deducted for the 
correct per cent of alcohol. 

In the absence of oil of lemon, a measured portion of the original 
sample may be distilled, and the percentage of alcohol determined from 
the distillate in the usual manner, but when lemon oil is present, this 
should first be removed by diluting 50 cc. of the extract with water to 
200 cc. exclusive of the oil in the sample, and shaking the mixture with 
5 grams of magnesium carbonate in a flask, filtering through a dry filter, 
and determining the alcohol by distillation in a portion of the filtrate. 
The result is multiplied by four to correct for the dilution. 

Determination of Total Aldehydes.—Chace’s Method.*—1. Reagents. 
—(a) Aldehyde-free Alcohol.—Allow alcohol (95% by vol.) containing 
5 grams of metaphenylene diamine hydrochloride per liter to stand for- 
twenty-four hours with frequent shaking. Previous treatment with 
potassium hydroxide is unnecessary. Boil under a reflux cooler for at 
least eight hours, allow to stand overnight and distil, rejecting the | 
first to and the last 5 per cent which come over. Store in a dark, 
cool place in well-filled bottles. Twenty-five cc. of this alcohol, on stand- 
ing for twenty minutes in the cooling bath with the fuchsin solution 
(20 cc.), should develop only a faint pink coloration. If a stronger 
color is developed, treat again with metaphenylene diamine hydro- 
chloride. 

(b) Fuchsin Solution.—Dissolve 0.5 gram of fuchsin in 250 cc. of 
water, add an aqueous solution of sulphur dioxide containing 16 grams 
of the gas, and allow to stand until colorless, then make up to 1 liter 
with distilled water. This solution should stand twelve hours’ before 
using, and should be discarded after three days. 

(c) Standard Citral Solution—Use 1 mg. of c. p. citral per cc. in 
50% by volume aldehyde-free alcohol. This solution deteriorates on 
standing, and should not be kept over three or four days. 

2. Apparatus.—(a) A Cooling Bath—Keep at from 14 to 16° C. 
The aldehyde-free alcohol, fuchsin solution, and comparison tubes are 
to be kept in this bath. 

(b) Colorimeter.—Any form of colorimeter, using a large volume of 
solution and adapted to rapid manipulation, may be used. 

The comparison may also be made in Nessler or Hehner tubes. 


* Jour. Am. Chem. Soc., 28, 1906, p. 1472. Uz S. Dept. of Agric., Bur. of Chem., Bul. 


122, Pp. 32. 
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3. Manipulation.—Weigh in a stoppered weighing flask approxi- 
mately 25 grams of extract, transfer to a 5o-cc. flask, and make up to 
the mark at room temperature with aldehyde-free alcohol. Measure at 
room temperature and transfer to a comparison tube 2 cc. of this solution. 
Add 25 cc. of the aldehyde-free alcohol (previously cooled in a bath), 
then 20 cc. of the fuchsin solution (also cooled), and finally make up to 
the 50-cc. mark with more aldehyde-free alcohol. Mix thoroughly, stopper, 
and place in the cooling bath for fifteen minutes. Prepare a standard 
for comparison at the same time and in the same manner, using 2 cc. of 
the standard citral solution. Remove and compare the colors developed. 
Calculate the amount of citral present~and repeat tke determination, 
using a quantity sufficient to give the sample approximately the strength 
‘of the standard. From this result calculate the amount of citral in the 
sample. If the comparisons are made in Nessler tubes, standards con- 
taining I, 1.5, 2, 2.5, 3, 3.5, and 4 mg. should be prepared, and the trial 
_ comparison made against these, the final comparison being made with 
standards between 1.5 and 2.5 mg., varying but o.25 mg. 

It is absolutely essential to keep the reagents and comparison tubes 
at the required temperature. Comparisons should be made within one 
minute after removing the tubes from the bath. Where the comparisons 
are made in the bath (this being possible only where the bath is glass), 
the standards should be discarded within twenty-five minutes after 
adding the fuchsin solution. Give samples and standards identical 
treatment. 

Determination of Citral.— Hiliner’s Method.*—1. Reagents.—(a) 
Metaphenylene Diamine Hydrochloride Solution.—Prepare a 1% solution - 
in 50% ethyl alcohol. Decolorize by shaking with fuller’s earth or animal 
charcoal, and filter through a double filter. The. solution should be 
bright and clear, free from suspended matter and practically colorless. 
It is well to prepare only enough solution for the day’s work, as it darkens 
on standing. The color may be removed from old solutions by shaking 
again with fuller’s earth. 

(6) Standard Citral Solution.—Dissolve 0.250 gram of c. p. citral 
in 50% ethyl alcohol and make up the solution to 250 cc. 

(c) Alcohol.—For the analysis of lemon extracts, 90 to 95 per cent 
alcohol should be used, but for terpeneless extracts alcohol of 4o to 50 
per cent strength is sufficient. Filter to remove any suspended mat- 


* Jour. Ind. Eng. Chem., 1, 1909, p. 798. 
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ter. The alcohol need not be purified from aldehyde. If not prac- 
tically colorless, render slightly alkaline with sodium hydroxide and 
distil. 

2. Apparatus.—The Schreiner colorimeter (page 66) or Eggertz 
tubes may be used. With this latter apparatus, alcohol is added, small 
quantities at a time, to the stronger colored solution until after shaking 
and viewing transversely, the colors in the two tubes are exactly matched. 
Calculations are then made by establishing a proportion between the 
volumes of samples taken and the final dilutions. 

3. Manipulation.—All of the operations may be carried on at room 
temperature. Weigh into a so-cc. graduated flask 25 grams of the 
extract, and make up to the mark with alcohol (90-95 per cent). Stopper 
the flask and mix the contents thoroughly. Pipette into the colorimeter 
tube 2 cc. of this solution, add 10 cc. of metaphenylene diamine hydro- 
chloride reagent, and complete the volume to 5occ. (or other standard 
volume) with alcohol. Compare at once the color with that of the 
standard, which should be prepared at the same time, using 2 cc. of 
standard citral solution and 10 cc. of the metaphenylene diamine reagent, 
and making up to standard volume with alcohol. From the result of 
this first determination, calculate the amount of standard citral solution 
that should be used in order to give approximately the same citral 
strength of the sample under examination, then repeat the determination. 

Methyl Alcohol has been used by unscrupulous manufacturers in 
lemon extracts. It is detected and determined by the refractometer 
method of Leach and Lythgoe (page 781). 

As a confirmatory test for methyl alcohol the distillate, after testing 
by the Leach and Lythgoe method, may to advantage be subjected to 
the method of Mulliken and Scudder,* which depends on the conversion 
of the methyl alcohol to formaldehyde. The latter method is also useful 
és a rough preliminary test on the original extract without distillation, 
the extract, being, however, first diluted until the liquid contains approxi- 
mately 12% by weight of alcohol, shaking with magnesium carbonate, 
and filtering when lemon oil is present. 

Oxidize to cc. of the liquid in a test-tube as follows: Wind copper 
wire 1 mm. thick upon a rod or pencil 7 to 8 mm. thick, in such a manner 
as to inclose the fixed end of the wire, and to form a close coil 3 to 3.5 cm. 
long. Twist the two ends of the wire into a stem 20 cm. long, and bend 


* Amer. Chem. Jour., 23, 1899, p. 266. 
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the stem at right angles about 6 cm. from the free end, or so that the 
coil may be plunged to the bottom of a test-tube, preferably about 16 mm. 
wide and 16cm. long. Heat the coil in the upper or oxidizing flame of 
a Bunsen burner to a red heat throughout. Plunge the heated coil to 
the bottom of the test-tube containing the diluted alcohol. Withdraw 
the coil after a second’s time and dip it in water. Repeat the operation 
from three to five times, or until the film of copper oxide ceases to be 
reduced. Cool the liquid in the test-tube meanwhile by immersion in 
cold water. 

Test for Formaldehyde.—Divide the oxidized liquid in the test-tube 
into two parts, testing one for formaldehyde with pure milk by the 
hydrochloric acid and ferric chloride test. Test the other portion by 
the resorcinol test for formaldehyde, page 882, avoiding an excess of the 
reagent.* 

Tests for Colors.—Evaporate a portion of the sample to dryness, 
dissolve the residue in water, and extract coal-tar colors if present by 
Arata’s method, page 841, or with hydrochloric acid. 

Much information may often be gained by treatment of the original 
extract with strong hydrochloric acid. If the color employed be turmeric, 
no change in color will be evident on addition of the acid. If tropzolin 
or methyl orange is present, the solution will turn pink, while partial 
decoloration of the solution indicates naphthol yellow S, and complete 
decoloration shows presence of dinitrocresols or naphthol yellow. 

Test for turmeric by boric acid, page 821. 

Detection of Lemon and Orange Peel Coloring. Matter.—A/lbrech 
Method.t—Place a few cubic centimeters of the extract in a test-tube 
and add slowly 3 or 4 volumes of concentrated hydrochloric acid. Place 
a few cubic centimeters of the extract in a second tube and add several 
drops of concentrated ammonia. In the presence of lemon or orange 
peel color the yellow tint of the original extract will be materially deep- 
ened in both cases. 

Determination of Total Solids and Ash.—Tozsal Solids are estimated 
by evaporating on the water-bath 10 grams of the sample in a tared dish, 
and drying at too° to constant weight. If glycerol be present, it is dif- 
ficult if not impossible to get a constant weight. Cane sugar and glycerol, 
if present, will be apparent in the residue. If capsicin has been used, it 
will be noticed by the taste. 


* Amer. Chem. Jour., 24, 1900, p. 451. 
t U.S. Dept. of Agric., Bur. of Chem., Bul. 137, p. 71. 
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Burn to an ash the residue from the solids in a muffle at a low red 
heat, cool in a desiccator, and weigh. 

Glycerol is determined as in wine, page 734. 

Detection of Tartaric or Citric Acid.—To a portion of the extract 
in a test-tube add an equal volume of water to precipitate the oil. Filter 
and add one or two drops of the filtrate to a test-tube half full of cold, 
clear lime water. -If tartaric acid is present, a precipitate will come 
down, which is soluble in an excess of ammonium chloride or acetic acid. 

Filter off the precipitate, or, if no precipitate is visible, heat the con- 
tents of the tube. Citric acid will precipitate in a large excess of hot 
lime water. 

Examination of Lemon Oil.—The oil separated from the extract in 
the process of determining the lemon oil by precipitation (p. 931), is 
most readily examined for its purity, after drying with calcium chloride, 
by determination of its specific gravity, its index of refraction, or its 
refractometric reading with the Zeiss butyro-refractometer, and its polari- 
scopic reading. 

The specific gravity and refractometric readings are determined as 

with fixed oils, using with the butyro-refractometer a sodium flame or 
yellow bichromate color-screen, which gives perfectly sharp readings 
without dispersion. 

The table given below shows readings on the Zeiss butyro-refractometer 
of pure lemon oil at various temperatures, using the sodium light. 

For examination of high polarizing essential oils like oil of lemon, 
the author employs a s5o-mm. tube, in order to get the readings on the 
undiluted oil well within the limits of the cane sugar scale on the polar- 
iscope. If such a tube is not available, dilute the oil with an equal 


READINGS ON ZEISS BUTYRO-REFRACTOMETER OF LEMON OIL. 


— 


Tempera- Scale Tempera- Scale eee 7 Scale Auber Scale 

pees Reading, | Se Reading. Centigrade. Readings) Centigrade. ean: 
40.0 59-4 35-0 62.8 30.0 66-3 25-0 69-7 
39-5 59-7 34-5 63-1 29-5 66.6 24-5 79-0 
39-0 60.1 34-0 63-5 29-0 67.0 24-0 70.4 
38-5 60.4 33-5 63-8 28.5 67-3 23-5 7°-7 
38.0 60.8 BEC) 64.2 28.0 67.7 23-0 ype 
37-5 61.0 32-5 64.5 27-5 “| 68.0 22.5 71-4 
37-0 61-5 32.0 64.9 2750 68.4 22.0 41.8 
36.5 61.8 gihels 65-1 26.5 68.7 21.5 92.1 
36.0 62.1 31-0 65-6 20.0 69.0 Pie) 7215 
35-5 62.4 30-5 65-9 25-5 69-3 20.5 72.8 
35-0 62.8 30.0 66.3 25-0 69-7 20.0 73.2 


——___ 
— 
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volume of alcohol, and use the 100-mm. tube. The table given below 
expresses constants of pure lemon oils and of various commonly employed 
adulterants, as determined in the laboratory of the Massachusetts State 
Board of Health. 


CONSTANTS OF SOME ESSENTIAL OILS. 


Butyro-refractometer Rotation 
(Sodium Light) at— in 100- Specific 
OiL Coe ee Mili oveter Gravity 

j Nene etn es 
Temp. Reading. ene 

Oillorlemony (lowest) eeieriisises sole clele cer | 25- 69-5 L350 0.8580 
selcims (TI STESt) vcr ataleeve's craveiaie levee] eters aie TitoP 184.5 0.8610 
Cin CMY TALS) (A gr LOSE) cevatatavctete/aterela tele TAS 96.9 —10.8 0.9309 
comeccTcitronellas (AuyGieSe) sere saieieieisleicie crest ok 87.1 —10.2 0.0437 
Terpeneless oil of lemon (Hansel’s)........ 23. 87-9 — 22.0 0.9403 
£4 Ceo erass (lanselts) oso 91-0 | —5.6 0.9232 
Gitrall (AS Giese). anee cm ce cisisrsieierelelcicisisieste 22.5 95-0 — 3.6 0.9296 


Oil of Lemon is a light-yellow liquid, having the pleasant odor of 
fresh lemons, and an aromatic, mild, somewhat bitter after taste. It 
is obtained from the grated rind of the lemon either by treatment with 
hot water, skimming off the oil which rises to the surface, or by pressure, 
or by distillation with water. It is rapidly changed by action of air and 
light, becoming “terpeney,” and under these conditions its solubility 
in alcohol seems to increase. Its composition is somewhat uncertain, 
but according to Wallach * nearly 90% consists of hydrocarbons, mostly 
terpenes, the most important of ~hich is the terpene limonene f of the 
dextro-gyrate variety, also known as citrene. 

Another important constituent of lemon oil is the aldehyde citral, 
present to the extent of from 4 to s per cent. To this the odor of the 
oil is largely due. A second aldehyde, citronellal, is also present. 

A frequent adulterant of lemon oil is turpentine oil, which lowers 
the rotation considerably, and is thus most easily rendered apparent. 

Chace { detects small quantities of turpentine by the difference in 
crystalline form of pinene nitroso-chloride from that of limonene nitroso- 
chloride. 

Citral (C,;9H,,O) is an aldehyde present in lemon oil and in oil of 
lemon-grass, and, while it may be separated from these oils, is prepared 


* Liebig’s Annalen, 227, p. 290. 

} There are two limonenes, one of which is dextro- and the other levo-rotary. The 
two are completely alike in their behavior, differing only in their optical rotation. 

t Jour. Am. Chem. Soc., 30, 1908, p. 1475. 
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artificially by oxidizing geraniol with chromic acid.* It is a mobile oil, 
and when perfectly pure is optically inactive. The commercial citral is, 
however, slightly lzvo-rotary, due no doubt to impurities. 

Oil of Lemon-grass is distilled from lemon-grass, Andropogon citratus 
(D. C.), cultivated in India. It is reddish yellow in color, and has an 
intense lemon-like odor and taste. Very little is known of its composi- 
tion, but it seems to contain several aldehydes, one of which is citro- 
nellal, and another citral. The latter, however, is its chief constituent, 
being present to the extent of 7o to 75 per cent. 

Citronellal (C,,H,,O) is an aldehyde found in various oils, especially 
in citronella oil, from which it is readily separated. It is made artificially 
by the oxidation of the primary alcohol citronellol (C,,H,,O). It is 
; quite strongly dextro-rotary. 

Oil of Citronella is distilled from the grass Andropogon nardus (L.), 
growing chiefly in Ceylon, India, and tropical East Africa. It is a yel- 
lowish-brown liquid with a pleasant and lasting odor. Citronellal is 
present in this oil to the extent of from Io to 20 per cent, and the oil 
contains also from to to 135 per cent of terpenes, among which are 
camphene. 

Tests for Citral, Citronellal, and Limonene.t—Shake 2 cc. of the 
sample to be examined in a corked test-tube with 5 cc. of a solution of 
Io grams of mercuric sulphate in sufficient 25% sulphuric acid to make 
too cc. Citral yields a bright-red color, which rapidly disappears, leav- 
ing a whitish compound, which floats on top. Citronellal forms a bright- 
yellow color, remaining for some time. Limonene forms an evanescent, 
faint flesh color, and leaves a white compound. 


METHODS OF ANALYSIS OF LEMON OIL. 


The following are the methods of the A.O.A.C.{ They apply to 


orange as well as lemon oil. 

Determination of Specific Gravity—Determine the specific gravity 
by means of a pycnometer or a Sprengel tube at 15.6° C. 

Determination of Index of Refraction.—Determine the index of refrac- 
tion with any standard instrument, making the reading at 20° C. 

Determination of Rotation.—Determine the rotation at 20° C. with 
any standard instrument using a 50-mm. tube and sodium light. The 


* Tiemann, Berichte, 31, p. 3311. 
¢ Burgess, Chem. and Drugg., 57, p. 732. 
t U.S. Dept. of Agric., Bul. 137, 1911, p. 72. 
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results should be stated in angular degrees on a roo-mm. basis. If 
~ instruments having the sugar scale are used, the reading on orange oils 
is above the range of the scale, but readings may be obtained by the use 
of standard laevo reading quartz plates. 

Determination of Citral.—Kleber Method.—1. Reagents.—(a) Phenyl 
Hydrazin.—A 10% solution of the purified chemical in absolute alcohol. 
A sufficiently pure product can be obtained by rectification of the com- 
mercial article, rejecting the first portions coming over which contain 
ammonia. 

(b) Hydrochloric Acid.—A half normal solution. 

2. Manipulation.—Weigh 15 grams of the sample into a small glass- 
stoppered flask; add 10 cc. of the phenyl hydrazin solution. After allow- 
ing to stand for half an hour at room temperature, titrate with half 
normal hydrochloric acid, using either methyl or ethyl orange as indicator. 
Titrate 10 cc. of the phenyl hydrazin reagent in the same manner. The 
difference in cubic centimeters of half normal acids between this titra- 
tion and that of the sample, multiplied by the factor 0.076, gives the 
weight of citral in the sample. 

If difficulty is experienced in detecting the end point of the reaction, 
carry out the titration unti] the solution is distinctly acid, transfer to 
a separatory funnel, and draw off the alcoholic portion. Wash the oil 
with water, adding the washings to the alcoholic solution, and _ titrate 
back with half normal alkali, making the necessary corrections. 

Hiliner Method.—Proceed as under lemon extract (p. 934). weighing 
2 grams of the oil, diluting to 100 cc., and using 2 cc. of this solution for 
the comparison. 

Determination of Total Aldehydes.—Proceed as under lemon extract 
(p. 875), using from 2 to 5 grams of the sample in 100 cc. of aldehyde- 
free alcohol. This method should be used on orange oils the aldehydes 
of which are not determined by the other methods, although valuable 
information as to the content of added citral in the oil can be obtained by 
use of the Hiltner method. 

Determination of Physical Constants of the Ten Per Cent Distillate, 
Schimmel & Co, Method.—Place 50 cc. of the sample in a 3-bulb Laden- 
burg flask in which the main bulb has a diameter of 6 cm. and is of 
200 cc. capacity and which has the condensing bulbs of the following 
dimensions: 5.5 cm., 5 cm., 2.5 cm., and in which the distance from 
the bottom of the flask to the opening of the side arm is 20cm. Distil 
the oil at the rate of 2 cc. per minute until 5 cc. have been distilled. 


*U.S. Dept. of Agric., Bul. 137, 1911, p. 72. 
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Determine the refractive index and rotation of this distillate as directed 
above. 

Detection of Pinene.—Chace Method.—Mix the 10% distillate as 
obtained above with 5 cc. of glacial acetic acid, cool the mixture thoroughly 
in a freezing bath, and add 10 cc. of ethyl nitrite; then add slowly, with 
constant shaking, 2 cc. of a mixture of 2 parts concentrated hydrochloric 
acid and 1 part water which has been previously cooled. Keep this 
mixture in the freezing bath during this operation and allow it to remain 
therein for 15 minutes. Filter off the crystals formed, using vacuum and 
washing with strong alcohol. Return the filtrate and washings to the 
freezing bath and allow them to remain for 15 minutes. Filter off the 
crystals formed, using the original filter-paper. Wash the two crops of 
crystals thoroughly with alcohol. Dry at room temperature and dis- 
solve in the least possible amount of chloroform. Reprecipitate the nitroso- 
chloride crystals with methyl alcohol and mount for examination under 
the microscope with olive oil. Pinene nitroso-chloride crystals have 
irregular pyramidal ends while limonene nitroso-chloride crystallizes in 
needle forms. 

Determination of Alcohol.—The amount of alcohol present in oils 
which have been used for the manufacture of terpeneless extracts may 
' be approximately determined by washing repeatedly with small portions 
of saturated sodium chloride solution and determining the alcohol in 
these washings in the usual way. 


ORANGE EXTRACT. 


Orange Oil is a yellowish liquid, having the characteristic odor of 
orange, and a mild aromatic taste. It is prepared from orange peel in 
an analogous manner to that of lemon oil, which it somewhat resembles 
in chemical composition. At least 90% of orange oil, according to 
Walach, consists of dextro-limonene (citrene). It has a much higher 
specific rotatory power than lemon oil. 

U. S. Standards.—Oil of Orange is the volatile oil obtained, by 
expression or alcoholic solution, from the fresh peel of the orange (Citrus 
aurantium 1.) and has an optical rotation at 25°C. of not less than 
+95° in a 1oo-mm. tube. 

Terpeneless Oil of Orange is oil of orange from which all or nearly 
all of the terpenes have been removed. 

Orange Extract is the flavoring extract prepared from oil of orange, 
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or from orange peel, or both, and contains not less than 5% by volume 
of oil of orange. 

Terpeneless Extract of Orange is the flavoring extract prepared by 
shaking oil of orange with dilute alcohol, or by dissolving terpeneless 
oil of orange in dilute alcohol, and corresponds in flavoring strength 
to orange extract. 

Method of Analysis,—Orange oil and orange extract are analyzed by 
the same methods as lemon oil (p. 940) and lemon extract (page 929). 

In the determination of orange oil by Mitchell’s polariscopic method 
divide the direct reading on the Ventzke scale, calculated for the 200-mm. 
tube, by 5.3 to obtain the per cent of orange oil by volume. To obtain 
the per cent by weight, multiply the per cent by volume by 0.85 and 
divide by the specific gravity of the extract. 


ALMOND EXTRACT. 


Oil of Bitter Almonds is obtained by distilling crushed bitter almonds, 
peach seeds, or apricot seeds with water. It should be remembered that 
both sweet and bitter almonds yield a bland fixed oil on pressure, which is 
not to be confounded with the volatile oil yielded on distillation of the bitter 
almonds after the fixed oil has been pressed out. Bitter almonds contain 
a glucoside, amygdalin, together with a ferment known as emulsin or 
synaptase, which, acting on the amygdalin in the distillation, produces 
benzaldehyde and hydrocyanic acid as follows: 


CopHo7NOi1 + 2H,0 = C7H,0 + HCN + aCgH120,. 


Amygdalin Benzalde- Hydro- Glucose 
yde cyanic acid 


The unpurified oil of bitter almonds consists largely of benzaldehyde, 
with a small amount of the poisonous hydrocyanic acid. Nearly all 
of the commerical oil is made from the cheaper apricot and peach seeds 
rather than those of the bitter almond, but the product is practically 
identical. The oil is freed from hydrocyanic acid by agitating with 
calcium hydrate and a-solution of ferrous chloride, distilling the mixture, 
and drying the oil which comes over with calcium chloride. 

Benzaldehyde constitutes go to 95 per cent of oil of bitter almonds, 
having a bitter, acrid, burning taste, and a marked almond odor. The 
specific gravity of the crude oil varies from 1.052 to 1.082, while that 
of the purified oil (benzaldehyde) at 20° is 1.0455. Its boiling-point is 
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180° C. On standing it becomes readily oxidizable to benzoic acid. It 
is readily soluble in alcohol and ether. Its solubility in water is slight, 
1:300. Its index of refraction at 20° C. is 1.5446. It should be noted 
that the refractive indices of almond oil, whether with or without hydro- 
cyanic acid, and of artificial benzaldehyde are nearly the same. 

Benzaldehyde is produced artificially in a variety of ways, but is 
chiefly prepared by the action of chlorine on hot toluene. The result- 
ing benzyl chloride is distilled with lead nitrate and water in an atmos- 
phere of carbon dioxide, which forms benzoic aldehyde. Synthetic 
benzaldehyde has the same properties as the purified oil of bitter almonds, 
and has largely displaced it in the market, not the least of its advantages 
being its freedom from hydrocyanic acid. 

Almond Extract.—Essence of bitter almonds, or Spiritus amygdale 
- amare, is thus prepared according to the U. S. Pharmacopeeia: 


Chiiotirtter Almonds ..... 7. Oc ee oe eee IO CC 
COLO] Mees ee Fee is Boe Rees 800 cc 
Distilled water sufficient to make......... IO0O CC. 


Thus 1% of almond oil is present in the product. 

U. S. Standards.—Oil of Bitter Almonds, commercial, is the volatile 
oil obtained from the seed of the bitter almond (Amygdalus communis 
L.), the apricot (Prunus armeniaca L.), or the peach (Amygdalus persica 
ib) 

Almond Extract is the flavoring extract prepared from oil of bitter 
almonds, free from hydrocyanic acid, and contains not less than 1% 
by volume of oil of bitter almonds. 

Adulteration of Almond Oil.—The official essence of the Pharma- 
copoeia does not specify that the almond oil used be perfectly free from 
hydrocyanic acid, in spite of the fact that its highly poisonous nature is 
well known, and that it exists in the crude oil to the extent of from 4 to 
6 per cent. ‘True, but little of it is found in the extract, but in these days, 
when the unannounced presence in foods of such substances as antiseptics 
and coloring matters is regarded as questionable from a sanitary stand- 
point, in spite of the fact that their toxic effects on man are still matters 
of controversy, there thould be little hesitancy in pronouncing the presence 
of prussic acid objectionable, especially when a pure almond oil entirely 
free from it is readily obtainable. 

The presence of nitrobenzol or oil of mirbane as a substitute of 
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almond oil is to be looked for. This substance is sometimes, though 
incorrectly, called artificial oi] of bitter almonds. It is a heavy, yellow 
liquid of the composition CgHsNOsz, readily soluble in water. Its specific 
gravity at 20° C. is 1.2039. Its boiling-point is 205°C. It is formed 
by the action of nitric acid on benzol. It possesses a highly pungent 
odor, somewhat like that of oil of bitter almonds, though more penetra- 
ting and less refined. Its index of refraction at 20° C. is 1.5517. 


METHODS OF ANALYSIS OF ALMOND EXTRACT. 


Determination of Benzaldehyde.—The following methods are appli- 
cable to alcoholic extracts. In the case of non-alcoholic extracts convert 
- first into alcoholic extracts as described for lemon extract, page 932. 

Denis and Dunbar Method.*—1. Reagent—Mix 30 cc. of glacial 
acetic acid with 4o cc. of water, then pour in 2 cc. of phenyl hydrazine. The 
reagent should be made up immediately before use and discarded when 
more than an hour old. 

2. Method—Measure out two portions of to cc. each of the extract 
into 300-cc. Erlenmeyer flasks and add Io cc. of the reagent to one flask 
and 15 cc. to the other. Shake, stopper tightly, and allow to stand in a 
dark place overnight. Add 200 cc. of distilled water and filter the pre- 
cipitate of hydrazone on a tared Gooch crucible provided with a thin 
coat of asbestos. Wash first with cold water, finally with to cc. of 10% 
alcohol, and dry for three hours in a vacuum-oven at 70° C., or to con- 
stant weight over sulphuric acid. The weight of the precipitate multi- 
plied by the factor 5.408, will give the weight of benzaldehyde in too cc. 
of the sample. If duplicate determinations do not agree, repeat the 
operations, using a larger quantity of the reagent. 

Hortvet and West Method.;—Measure to cc. of the extract into a 
too-cc. flask, add 10 cc. of a 10% sodium hydroxide solution, and 20 cc. 
of a 3% hydrogen peroxide solution, cover with a watch-glass and place 
on a water-oven. Oxidation of the aldehyde to benzoic acid begins 
almost immediately and should be continued from five to ten minutes 
after all odor of benzaldehyde has disappeared, which usually requires 
from twenty to thirty minutes. If nitrobenzol be present, it will be 
indicated at this point by its odor. When the oxidation of the aldehyde 
is complete, remove the flask from the water-oven, transfer the contents 


* Jour. Ind. Eng. Chem., 1, 1909, p. 256. 
t Ibid., p. 86. 
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to a separatory funnel, rinsing off the watch-glass, add 10 cc. of a 20% 
sulphuric acid solution, and cool the contents of the funnel to room 
temperature under the water tap. Extract the benzoic acid with three 
portions of 50, 30, and 20 cc. of ether, respectively, wash the combined 
extracts in another separatory funnel with two portions of from 2 5 to 
30 cc. of distilled water, or until all the sulphuric acid is removed. Filter 
into a tared dish, wash with ether, allow to evaporate at room tempera- 
ture, and finally dry over night in a desiccator, and weigh. The per 
cent of benzaldehyde (B) is obtained from the weight of the acid (W) 
by the following formula: 
__ 0.869 X 10x W 
. 1.045 i 

Tf desired the benzoic acid may be titrated, and the benzaldehyde 
calculated from the amount of standard alkali required for neutraliza- 
tion. The process is as follows: Dissolve the benzoic acid obtained as 
above described, except that it need not be dried in a desiccator, in 95% 
alcohol made neutral to phenolphthalein with tenth-normal sodium 
hydroxide, dilute with an equal volume of water, and titrate with tenth- 
normal sodium hydroxide, using phenolphthalein as indicator. The 
per cent of benzaldehyde (B) is calculated from the cc. of tenth-normal 
alkali (V) by the following formula: 


B 


pe V X 0.01061 X Io 
1.045 : 


Detection of Nitrobenzol.*—Boil 15 cc. of the extract in a test-tube 
with a few drops of a strong solution of potassium hydroxide. Nitro- 
benzol produces a blood-red coloration. 

Distinction between Benzaldehyde and Nitrobenzol.—Treat 20 cc. 
of the extract with 5 to 10 cc. of a cold, saturated aqueous solution of 
sodium bisulphite in a test-tube, and shake vigorously. Transfer to 
an evaporating-dish, and heat on the water-bath till the alcohol is driven 
off. At this stage benzaldehyde remains in the hot solution as a crystal- 
line salt, and the solu:ion gives off no almond odor. 

Nitrobenzol, on the contrary, does not combine with the bisulphite 
and is insoluble, forming globules of oil on the surface of the hot liquid, 
and in addition giving off the pungent odor so characteristic of the sub- 
stance. 


* Holde, Jour. Soc. Chem. Ind., 13, 1893, p. 906. 
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Separation of Nitrobenzol and Benzaldehyde.—lIf by the qualitative 
test nitrobenzol is found, shake vigorously as before 50 cc. of the extract 
with ro cc. of the saturated sodium bisulphite solution in a corked flask, 
and transfer with roo cc. of water to a large separatory funnel. Shake 
out the nitrobenzol from the solution with four successive portions of 
petroleum ether of 15 to 20 cc. each, and after washing with water the 
combined petroleum ether, transfer it to a tared dish, in which it is allowed 
to evaporate spontaneously. 

It is extremely difficult to avoid loss of some of the nitrobenzol by 
this process, but even if the weighed residue fails to show the full amount 
originally used, enough will usually be extracted to admit of testing on 
the refractometer, and of otherwise verifying its character. 

After removal of the nitrobenzol, make the residual solution in the 
separatory funnel strongly alkaline with sodium hydroxide, and shake 
out the benzaldehyde, if present, with petroleum ether as previously 
described. If after making the solution alkaline no odor of benzalde- 
hyde is apparent, the absence of benzaldehyde may be inferred. 

Distinction between Artificial Benzaldehyde and Pure Almond Oil.— 
Test the-final residue from the ether extract by shaking with an equal 
volume of concentrated sulphuric acid in a test-tube. With natural 
oil of almonds a clear, brilliant, but dark currant-red color is produced, 
while with artificial benzaldehyde, the acid produces a dirty brown color 
with the formation of a precipitate. 

Determination of Alcohol.—In the absence of other flavoring sub- 
stances than nitrobenzol and benzaldehyde, which are rarely present 
to an extent exceeding 1%, a sufficiently close approximation for most 
purposes can be gained by estimating the alcohol from the direct specific 
gravity of the extract. 

Detection of Hydrocyanic Acid——To a few cubic centimeters of 
extract in a test-tube add a few drops of a mixture of solutions of ferrous 
sulphate and ferric chloride, the ferrous salt being in excess. Make 
alkaline with sodium hydroxide, and add enough dilute hydrochloric 
acid to dissolve the precipitate formed by the alkali. Presence of a blue 
coloration or precipitate, duc to the formation of Prussian blue, indicates 
hydrocyanic acid. The reaction is very delicate. 

Determination of Hydrocyanic Acid.*—Hydrocyanic acid may be 
determined by titration with tenth-normal silver nitrate solution. 25 cc. 


* Vielhaber, Arch. Pharm. (3), 13, p. 408. 
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of the extract are measured into a flask, and 5 cc. of freshly prepared 
magnesium hydroxide suspended in water are added, or enough to 
make the reaction alkaline. 

A few drops of a solution of potassium chromate are then introduced, 
and the tenth-normal silver nitrate solution added till, with shaking, the 
formation of the red silver chromate indicates the end-point. 1 cc. of 
silver solution equals 0.0027 gram of hydrocyanic acid. 


WINTERGREEN EXTRACT. 


Wintergreen Oil.—True oil of wintergreen is obtained by distillation 
from the leaves of the wintergreen plant (Gaultheria procumbens L.). 
Gildermeister and Hoffmann* state that the specific gravity at 15° is 
1.180 to 1.187, the boiling-point 218 to 221°C. It is slightly levo- 
rotatory (¢,=—0.0° 25’ to —1°). 

Oil of betula or sweet birch is distilled from the bark of the black 
birch (Betula lenta L.). It has the same specific gravity and boiling- 
point as oil of wintergreen, but unlike the latter is optically inactive. 
It differs somewhat from oil of wintergreen in taste and odor, but is 
hardly distinguishable in these respects from synthetic methyl salicylate. 

Both oil of wintergreen and oil of sweet birch consist almost entirely 
of methyl salicylate, the former containing, according to Power and 
Kleber,f as much as 99.8% of this substance. 

U. S. Standards.—Oil of Wintergreen is the volatile oil distilled from 
the leaves of the Gaultheria procumbens L. 

Wintergreen Extract is the flavoring extract prepared from oil of 
wintergreen, and contains not less than 3% by volume of oil of winter- 
green. 

Spirit of Gautheria of the U. S. P. is a mixture of 50 cc. of oil of 
wintergreen and 950 cc. of alcohol. It accordingly contains 5% by volume 
of the essential oil. 

Adulteration of Wintergreen Extract.—Synthetic methyl salicylate 
is very commonly substituted for both wintergreen and sweet birch oil, 
and sweet birch oil in turn for wintergreen oil. The production of true 
wintergreen oil is small, the so-called natural wintergreen oil of com- 
merce being usually sweet birch oil. The sense of smell is the best 


* The Volatile Oils. Translated by Kremers, Milwaukee, 1900, p. 588. 
j Pharm. Rund., 13, p. 228. 
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means of distinguishing the two oils; polarization is of rather uncertain 
value, owing to low rotatory power of the wintergreen oil. 

Determination of Wintergreen Oil.—Horivet and West's Method.* 
—Measure 10 cc. of the extract into a 100-cc. beaker, add 10 cc. of 10% 
potassium hydroxide solution, and heat the mixture over a boiling water- 
bath until the odor of oil of wintergreen has disappeared and the liquid 
is reduced to about one-half its original volume. By this treatment . 
the methyl salicylate is converted into the potassium salt. Liberate the 
salicylic acid by the addition of an excess of 10% hydrochloric acid, 
cool, and extract in a separatory funnel with three portions of 4o, 30, 
and 2zo0cc. of ether respectively. Pour. the combined ether extracts 
through a dry filter into a weighed dish, wash the filter with 1o cc. of 
ether, evaporate filtrate and washings slowly at 50° C., dry one hour 
in a desiccator, and weigh. The per cent of wintergreen oil by volume 
(M) is obtained from the weight of salicylic acid (S) by the following 
formula; 

_1.10IX10XS 


Le 
1.18 


Howard’s Method.—Proceed as described on page 931, except that 
the heavy oil is brought into the graduated portion of the Babcock bottle 
by addition of dilute sulphuric acid (1:2), taking care that the acid is 
not over 25° C, and avoiding agitation. 


PEPPERMINT EXTRACT 


Peppermint Oil is obtained from various plants of the genus Mentha, 
which are commonly classed as sub-species or varieties of M. piperita. 
Owing in large part to the botanical differences in the plants from which 
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* Jour. Ind. Eng. Chem., 1, rgo9, p. go. 
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it is made, peppermint oil from different regions differs greatly in its 
chemical and physical constants as shown by the table on bottom of page 
948, compiled from figures given by Gildermeister and Hoffmann.* 

U. S. Standards.—Peppermint is the leaves and flowering tops of 
Mentha piperitaL.  _ ; 

Oil of Peppermint is. the volatile oil obtained from peppermint, and 
contains not less than 50% by weight of menthol. 

Peppermint Extract is the flavoring extract prepared from oil of pepper- 
mint, or from peppermint, or both, and contains not less than 3% by 
volume of oil of peppermint. 

Analysis of Peppermint Extract——Owing to the wide variation in the 
rotatory power of peppermint oil, only a roughly approximate idea of 
the oil content of peppermint extract can be gained by polarization. 
The variation in the percentage of menthol in the oil is also too great 
to permit of a method based on the amount of this constituent. Mitchell’s 
precipitation method, as originally described (page 931), does not effect 
a complete separation of the oil, but Howard’s modification (page 931) 
gives satisfactory results, and is well adapted for purposes of inspection. 

Boyles’ distillation method (page 932) may also be used. 


SPEARMINT EXTRACT. 


U. S. Standards.—Spearmint is the leaves and flowering tops of 
Mentha spicata L. 

Oil of Spearmint is the volatile oil obtained from spearmint. 

Spearmint Extract is the flavoring extract prepared from oil of spear- 
mint, or from spearmint, or both, and contains not less than 3% by volume 
of oil of spearmint. 


SPICE EXTRACTS. 


Alcoholic solutions of the essential oils of spices are used to some 
extent instead of the spices themselves. The following are the definitions 
of these extracts and the oils from which they are prepared, as adopted 
by the joint committee on standards and the U. S. Secretary of Agri- 
culture: 

U. S. Standards.—Anise Extract is the flavoring extract prepared 
from oil of anise, and contains not less than 3% by volume of oil of 
anise. 


* The Volatile Oils. Translated by Edward Kremers, Milwaukee, 1900. 
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Oil of Anise is the volatile oil obtained from the anise seed. 

Celery Seed Extract is the flavoring extract prepared from celery seed 
or the oil of celery seed, or both, and contains not less than 0.3% by 
volume of oil of celery seed. 

Oil of Celery Seed is the volatile oil obtained from celery seed. 

Cassia Extract is the flavoring extract prepared from oil of cassia, 
and contains not less than 2% by volume of oil of cassia. 

Oil of Cassia is the lead-free volatile oil obtained from the leaves 
or bark of Cinnamomum cassia Bl., and contains not less than 75% by 
weight of cinnamic aldehyde. 

Cinnamon Extract is the flavoring extract prepared from oil of cinna- 
mon, and contains not less than 2% by volume of oil of cinnamon. 

Oil of Cinnamon is the lead-free volatile oil obtained from the bark 
of the Ceylon cinnamon (Cinnamomum zeylanicum Breyne), and contains 
not less than 65% by weight of cinnamic aldehyde and not more than 
10% by weight of eugenol. 

Clove Extract is the flavoring extract prepared from oil of cloves, and 
contains not less than 2% by volume of oil of cloves. 

Oil of Cloves is the lead-free, volatile oil obtained from cloves. 

Ginger Extract is the flavoring extract prepared from ginger, and 
contains in each toocc. the alcohol-soluble matters from not less than 
20 grams of ginger. 

Nutmeg Extract is the flavoring extract prepared from oil of nutmeg, 
and contains not less than 2% by volume of oil of nutmeg. 

Oil of Nutmeg is the volatile oil obtained from nutmegs. 

Savory Extract is the flavoring extract prepared from oil of savory, 
or from savory, or both, and contains not less than 0.35% by volume of 
oil of savory. 

Oil of Savory is the volatile oil obtained from savory. 

Star Anise Extract is the flavoring extract prepared from oil of star 
anise, and contains not less than 3% by volume of oil of star anise. 

Oil of Star Anise is the volatile oil distilled from the fruit of the star 
anise (Illicitum verum Hook). 

Sweet Basil Extract is the flavoring extract prepared from oil of 
sweet basil, or from sweet basil, or both, and contains not less than 0.1% 
by volume of oil of sweet basil. 

Sweet Basil, Basil, is the leaves and tops of Ocymum basilicum L. 

Oil of Sweet Basil is the volatile oil obtained from basil. 

Sweet Marjoram Extract, Marjoram Extract, is the flavoring extract 
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prepared from the oil of marjoram, or from marjoram, or both, and con- 
tains not less than 1% by volume of oil of marjoram. 

Oil of Marjoram is the volatile oil obtained from marjoram. 

Thyme Extract is the flavoring extract prepared from oil of thyme, or from 
thyme, or both, and contains not less than 0.2% by volume of oil of thyme. 

Oil of Thyme is the volatile oil obtained from thyme. 

Determination of Essential Oil in Alcoholic Cinnamon, Cassia, and 
Clove Extracts.—Howard’s Method.—Proceed as with wintergreen extract, 
page 948. 

Hortvet and West's Method.*—Place to cc. of the extract and 50 cc. 
of water in a separatory funnel, and extract with three portions of ether 
measuring respectively 50, 30, and 20 cc. Wash the combined extracts 
successively with 25 and 30 cc. of distilled water, and filter through a 
dry funnel into a wide-mouth flask, washing out the funnel and filter 
with a little ether. In the case of cinnamon extract, transfer the ether 
extract before filtering to a 15o0-cc. flask, shake for a few minutes with 
some granulated calcium chloride, then filter in the manner described. 
Evaporate off the ether as rapidly as possible on a boiling water-bath 
until only a few drops remain. At this point remove the flask from the 
bath, and rotate rapidly for a few minutes, spreading the residue over 
the sides of the flask. The rapid evaporation of the remaining ether cools 
the flask to near room temperature. When the odor of ether has dis. 
appeared, stopper the flask and weigh. 

In the case of cassia and clove oils, where the ether extract is not 
first dried with calcium chloride, a slight cloudiness gathers on the flask 
as the last traces of ether disappear, due to the presence of a little moisture. 
In such case allow the flask to stand on the balance-pan until the film dis- 
appears, requiring not longer than two or three minutes, then stopper, 
and weigh. 

The per cent of oil by volume (V) is calculated from the weight of 
oil (W) by the following formula: 


_ 100XW 
10 X1.050 


The oil thus extracted may be used for determination of the refractive 
index. After dissolving in a little alcohol it may be tested with ferric 
chloride solution. By this test cinnamon oil gives a green, cassia oil a 
brown, and clove oil a deep blue, coloration. 


* Jour. Ind. Eng Chem., 1, 1909, p. 88. 
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Determination of Essential Oil in Non-alcoholic Cinnamon, Cassia, 
and Clove Extracts.—Boyles Modification of the Howard Method.*— 
Dilute 10 cc. of the sample with 95% alcohol to 50 cc., as in the case of 
lemon, and filter. Place 10 cc. of the filtrate in a separatory funnel con- 
taining 50 cc. of water, add 1 cc. of hydrochloric acid (1 : 1), and shake 
out four times with 25-cc. portions of ether. Wash the combined ether 
extracts twice with water and then shake for a few minutes with about 
s grams of granular calcium chloride. Place a small piece of cotton 
in the outlet of the separatory funnel and draw the ether into a tared 
beaker. Evaporate the ether on a boiling water-bath, place in a desiccator 
for three minutes, and weigh. Divide the weight found by the specific 
gravity of the oil to obtain the per cent of oil by volume. 

Determination of Essential Oil in Nutmeg Extract.—Follow Mitchell’s 
precipitation method (page 931). In the case of non-alcoholic nutmeg 
extracts convert first into an alcoholic extract as described for non-alcoholic 
lemon extract (page 931). 

Determination of Solids in Ginger Extract.;—Evaporate 10 cc. on 
a boiling water-bath to dryness, dry for two hours in a boiling water oven 
and weigh. 

Determination of Alcohol in Ginger Extract.t—Proceed as with vanilla 
extract (page 926). 

Detection of Ginger in Ginger Extract.;— Seeker Method.—Dilute 
to cc. of the extract to 30 cc., evaporate off 20 cc., decant into a separatory 
funnel and extract with an equal volume of ether. Evaporate the ether 
spontaneously in a porcelain dish and to the residue add 5 cc. of 75% 
sulphuric acid and 5 mg. of vanillin. Allow to stand for fifteen minutes 
and add an equal volume of water. In the presence of ginger extract an 
azure blue color develops. 

Detection of Capsicum in Ginger Extract.—Nelson-La Wall-Doyle 
Method.t{—To to cc. of the extract cautiously add dilute sodium hydroxide 
until the solution reacts very slightly alkaline with litmus paper. Evapo- 
rate at about 70° C. to about one-quarter of the original volume, render 
slightly acid with dilute sulphuric acid, testing with litmus paper. Trans- 
fer to a separatory funnel, rinsing the evaporating dish with water, and 
extract with an equal volume of ether, avoiding emulsification by shak- 


* Jour. Ind. Eng. Chem., 10, rgr8, p. 537. 
+ U. S. Dept. of Agric., Bur. of Chem., Bul. 137 sLOLL Dea 5e 


f Jour. Ind. Eng. Chem., 2, rg10, p. 419; U.S. Dept. of Agric., Bur. of Chem., Bul. 137, 
I¢Iz, p. 75; Bul. 152, 1912, p. 137. 


FLAVORING EXTRACTS AND THEIR SUBSTITUTES. 953 


ing the funnel gently for a minute or two. Draw off the lower layer and 
wash the ether extract once with about to cc. of water. Transfer the 
washed ether extract to a small evaporating dish, render decidedly alkaline 
with alcoholic potassium hydroxide, and evaporate at about 70° until 
the residue is pasty; then add about 20 cc. more of half-normal alcoholic 
potash and allow to stand on a steam bath until the gingerol is com- 
pletely saponified, which usually requires about one-half hour. Dis- 
solve the residue in a little water and transfer with water to a small sepa- 
ratory funnel. The volume should not exceed 50 cc. Extract the alkaline 
solution with an equal volume of ether. Wash the ether extract repeatedly 
with small amounts of water until no longer alkaline to litmus. Transfer 
the washed extract to a small evaporating dish, allow the ether to evaporate 
spontaneously, and finally, iest the residue for capsicum by moistening 
the tip of the finger, rubbing it around on the bottom and sides of the 
dish, and then applying the finger to the end of the tongue. A hot, stinging, 
or prickly sensation, which persists for several minutes, indicates capsicum 
or other foreign pungent substances. 


ROSE EXTRACT. 


U. S. Standards.—Rose Extract is the flavoring extract prepared from 
otto of roses, with or without red rose petals, and contains not less than 
0.4% by volume of otto of roses. 

Otto of Roses is the volatile oil obtained from the petals of Rosa 
damascena Mill., R. centifolia L., or R. moschata 1. 

Determination of Rose Oil.—Hortvet and West’s Method.*—Measure 
25 cc. of the extract into a separatory funnel, add so cc. of water, mix 
thoroughly, acidify with 1cc. of hydrochloric acid (1:1), and extract 
with three portions of 20 cc. each of ether. Transfer the combined 
ether extracts to a 150-cc. flask, shake for a few minutes with some 
granulated calcium chloride, allow to settle until clear, then decant 
through a dry filter into a flat bottom glass dish previously weighed 
together with a cover-glass. Wash the calcium chloride and filter twice 
with 10 cc. of ether, and add the washings to the glass dish. Cover 
the dish, place in a vacuum desiccator over sulphuric acid, allow to 
remain until all traces of ether and alcohol are removed, and weigh. 
Repeat the drying in the desiccator, for one hour periods, until the weight 
is practically constant. The final weight, divided by 0.86 and multiplied 
by 5, gives the per cent of oil of rose by volume. 


* Jour. Ind. Eng. Chem., 1, 1909, p. 89. 
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IMITATION FRUIT FLAVORS. 


Nearly all the fruits possess distinctive flavors, which are desirable 
in food preparations, and which may be made to impart their flavor to 
such substances as confections, ice cream, dessert mixtures, jellies, etc., 
by simply mixing with these foods the fresh or preserved fruit or fruit 
juice in sufficient quantity. In many cases, however, it is not found 
possible or practicable to prepare from the fruiis themselves an extract 
sufficiently concentrated to give the distinctive fruit flavor, when used 
in moderate quantity, and hence the use of artificial fruit essences made 
up of compound ethers, mixed in varying-combinations and proportions 
to imitate more or less closely various fruit flavors. 

These ethers are usually much more pungent and penetrating than 
the fruits which they imitate, and, while lacking the delicacy and refine- 
ment of the original frui:s, serve to impart a certain semblance of the 
genuine flavor in a convenient and highly concentrated form. 

Some of the single compound ethers possess a remarkable resemblance 
to particular fruits, while to imitate other fruits a mixture of various 
ethers and flavoring materials, such as lemon and other volatile oils, 
vanilla, organic acids, chloroform, etc., is necessary. ‘These artificial 
essences should in all cases be sold as such, and not as “pure fruit 
flavors.” 

Imitation Pineapple Essence is made up by dissolving in alcohol butyric 
ether, C,H,(C,H;)O,, which possesses a distinct pineapple flavor, and 
is prepared by mixing 100 paris of bu-yric acid (C,H,O,), 100 parts of 
alcohol, and 50 paris of sulphuric acid, and shaking. Butyric ether is 
sparingly soluble in water, and boils at 121°C. 

Imitation Quince Essence depends as a basis on ethyl pelargonate, 
sometimes called pelargonic or cenanthic ether, C,H,,C,H,,O,, dissolved 
in alcohol. Pelargonic ether is formed by digestion with the aid of heat 
of pelargonic acid and alcohol. Pelargonic acid, C,H,,O,, is first obtained 
by the action of nitric acid on oil of rue. Pelargonic ether is a colorless 
liquid, Boe a specific gravi'y of 0.8635 at 17.5°C. Its boiling-point 
is 227° to 228°C. It is insoluble in water. 

Imitation Jargonelle Pear Essence consists of an baicokore solution 
of amyl or pentyl acetate, C,H,,,C,H,;O,. This is prepared by distilling 
a mixture of one part of amyl alcohol, two parts of potassium acetate, 
and one part of concentrated sulphuric acid. It is a colorless liquid, 
insoluble in water, and having a boiling-point of 137°C. 


FLAVORING EXTRACTS AND THEIR SUBSTITUTES. 


955 


Imitation Banana Essence is made up of a mixture of amyl acetate 


and butyric ether. 


Imitation Apple Essence is composed of an alcoholic solution of amyl 
valerianate, sometimes called apple oil, CsH11,CsH O02, prepared by mix- 
ing four parts of amyl alcohol with four of sulphuric acid, and adding 
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the mixture when cold to five parts of valerianic acid. The specific 
gravity of amyl valerianate is 0.879 at o° C. and its boiling-point is 
188° C 

The table on p. 955, prepared by Kletzinsky, shows the composition 
of a large variety of these artificial essences. The numerals in the various 
columns indicate the parts by volume to be added to 100 parts of deodor- 
ized alcohol. 

Determination of Esters.—Add to 25 grams of the extract 2 cc. of 
sodium hydroxide solution (100 grams in too cc. of water), 100 cc. of 
water and heat under a reflux condenser one half-hour. Acidify with 
5 cc. of dilute sulphuric acid (1:4), add a~few pieces of pumice stone, 
distil in a current of steam and titrate the distillate with tenth-normal 
alkali, using phenophthalein as indicator. The number of cc. required 
represents the total volatile acids free and combined. Determine 
free volatile acids, if present by direct distillation and titration of the 
distillate. The difference between the two titrations is calculated as 
ethyl acetate. 


CHAPTER XXI. 


VEGETABLE AND FRUIT PRODUCTS. 


CANNED VEGETABLES AND FRUITS. 


STRICTLY speaking all varieties of canned foods found in the market, 
whether meats, fruits, or vegetables, in order to be entirely beyond criti- 
cism, should not differ from the corresponding freshly cooked varieties 
which they are intended to replace, excepting that they are free from 
bacteria. Such a degree of perfection is, however, difficult, even if pos- 
sible, to attain, and nearly all commercial canned products, even if made 
from the best materials, are liable to contain either antiseptic substances 
or coloring-matter intentionally added by the manufacturer, or metallic 
impurities accidentally derived from the vessels in which they are pre- 
pared, or from the containers in which they are sealed. In spite of these 
objections, canned foods form a convenient, and in some cases indispensa- 
ble means of furnishing both necessities and luxuries for the table. The 
canning of foods is especially useful for preserving them during long 
periods of time, for enabling certain fruits and vegetables to be enjoyed 
out of season, and for furnishing supplies in a convenient manner to inac- 
cessible places where fresh foods are not readily obtainable, as in the 
case of armies in the field, of vessels at sea, of campers in the woods, etc. 
Canned goods in great variety are used in nearly every household. 

When it is considered that in the United States alone several hundred 
million cans of tomatoes, corn, and peas are packed in a single year, to 
say nothing of an ever-increasing variety of other foods, some idea may 
be gained of the enormous proportions to which the canning industry 
has grown. It is comforting to know that, in view of their wide-spread 
consumption, the greater portion of such foods found on the market are 
comparatively harmless, as is evidenced by the fact that few cases of injury 
to health have been directly traceable to their use. 

Method of Canning Food.—Various modifications as to details exist 
with different products and in different localities, but in general the prin- 
ciple of canning in tin is the same in all cases. The fresh product is 
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cleaned carefully, the refuse removed by shelling, paring, or other treat- 
ment, in most cases ‘“‘ blanched ” (immersed in hot water for a period of 
. time), and packed into cans. A weak brine to which has been added a 
little sugar in the case of corn, peas, etc., is added to vegetables and a 
syrup of various strengths to fruits. If the soldered can is used the cap is 
attached at this stage of the process, if the sanitary can, it is left open and 
‘exhausted ” at a temperature slightly below the boiling-point of water. 
In either case the process of sterilization is then carried out by heating in a 
saline solution or a dry retort at a suitable temperature above 100° C. 
The soldered can at this point is punctured to allow the escape of the com- 
pressed air, then closed with a drop of solder, while the sanitary can is 
sealed by double seaming on the cover using a special cement to insure 
tightness. 

The canning of peas is fully described by Bitting * and of other vege- 
tables and fruits by Zavalla.t 

Cooked vegetables and fruit products put up in glass jars or ottles 
are tightly sealed when hot, either with screw-caps or with some form of 
cover held by a clamp, or with metal or hard-rubber caps fitting over a 
flanged mouth. Commonly a soft-rubber ring is inserted between the 
cover and the mouth of the jar or bottle. The material of the cover is 
generally either glass, porcelain, or metal. Cork stoppers are, however, 
sometimes pressed into the mouths of the bottles, and made extra tight 
therein with sealing-wax. These stoppers are occasionally soaked in 
parafin. Thus the contents of the jar may be exposed to porcelain, 
glass, metal, rubber, or cork, according to the material of the cover and 
the method of sealing. 

The preservation of food by canning was long thought to be due to 
the perfect exclusion of air, but is now known to depend on the perfect 
sterilization, or destruction of bacteria, and it has been proved that as 
far as keeping qualities are concerned, it makes no difference whether 
or not air is present in the can, if the contents are sterile, though for pur- 
poses of inspection the vacuum, in the case of tin cans, is of great use, 
in that as a natural consequence of the vacuum, when the goods are sound, 
the ends of the cans are usually concave. The highest aim of the canner 
should be to retain in his product as far as possible the appearance, palata- 
bility, and nutritive value of the freshly cooked food. 


*U. S. Dept. of Agric., Bur. of Chem., Bul. 125, 1909. 
+ Canning of Fruits and Vegetables, New York, 1916. 
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Proximate Analyses of canned vegetables and fruits, as found on the 
market, have been made by various authors, and are useful in showing the 
The results in the table as given below are 


food value of the products. 
from Atwater and Bryant’s compilations. 


There is a lack of data on 


samples of known origin on which suitable standards may be based. 


PROXIMATE COMPOSITION OF CANNED VEGETABLES AND FRUITS.* 
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*U.S. Dept. of Agric., Exp. Sta. Bul. 28, p. 70. 


The determination of the drained solids is often made with the view 
of detecting, especially in tomatoes, an excess of water added as such or 
as drainage from a better grade, but there are various unavoidable influ- 
ences which affect the results. In addition to natural variations of canned 
tomatoes Bigelow * has shown that freezing, agitation during shipment, and 
other factors exert no little influence, while McGill ¢ found as great vari- 
ation in the different cans of the same brand as between the average of 
different brands. Obviously this determination is not applicable to canned 
vegetables such as pumpkin, which have little or no liquor. 


* Jour. Assn. Off. Agr. Chem., 3, 1917, p. 1. 
{ Lab. Int. Rev. Dept. Canada, Bul. 357, 1916. 
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DECOMPOSITION.—“‘ Swells.”—In the case of canned vegetables and 
fruit products, decomposition rarely results in the formation of ptomaines 
even after the can has long been open, though these toxins are sometimes 
formed in canned meat and fish. Spoilage is readily apparent after open- 
ing a can, from a cursory examination of its contents. The appearance, 
taste, and odor will not fail to indicate the unfitness of the contents for 
food, if decomposition is at all advanced. It is, however, often of great 
advantage to detect spoiled cans without opening. As a rule, when a can 
is spoiled, it is usually in the condition termed “blown,” i.e., with its 
ends convex, instead of normal or concave. : 

Doremus * has shown that when the cans have become putrid carbon 
dioxide and hydrogen are the chief gases to be found. 

According to Prescott and Underwood,} although nearly all forms of 
bacterial decomposition are accompanied by bulging of the ends of the cans, 
there are some exceptions. In the souring of canned sweet corn, which 
they trace to at least twelve varieties of bacteria, it is exceptional that 
swelling occurs. These “flat sours” are detected as follows: Boil 
the cans for an hour, causing the ends of all to swell, then cool, and set 
aside for eight hours, during which the sound cans will snap back, while 
the unsound will continue convex, by reason of the fact that the swell- 
ing in this case Is due to the generation of gas by the bacteria present. 

Ordinarily, in the factory inspection of canned goods before shipping, 
not only are the bulged cans or “ swells,’ as they are termed, sifted out, 
but the condition of the cans is tested by sounding or striking the cans. 
If the contents are sweet, a peculiar note is produced when the can is struck, 
readily distinguishable from the dull tone of the unsound can by anyone 
familiar with the work. 

‘‘ Springers”’ are cans which may appear normal in ordinary weather 
but have bulged ends on hot days. Baker,{ who has made a special study 
of springers, has found that the gas present consists chiefly of carbon dioxide 
formed during processing, nitrogen from the air remaining after oxygen 
has combined with the tin or iron or else contents of the can, and usually 
hydrogen. He concludes that this abnormality may be largely obviated 
by avoiding over filling, closing the can while hot, thus producing a vacuum, 
avoiding delay in the process of canning, and using enameled cans for 
foods with high acidity. 


* Jour. Amer. Chem. Soc., 19, 1897, p. 733. 
} Tech. Quart., 10, 1897, p. 183; 11, 1898, p. 6. 
} 8th Int. Cong. App. Chem., 18, 1912, pp. 30, 45. 
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Bigelow * believes the hydrogen is formed by organic acids acting on 
the iron of the can, hence non-acid foods rarely form springers due to 
hydrogen. He further states that the three staples, tomatoes, peas, and 
corn, neither attack the metal considerably nor form springers from this 
cause. When the bulging is pronounced he advocates condemning the 
product because of the iron taste and the difficulty of distinguishing such 
springers from swells due to biological decomposition. 

METALLIC IMPURITIES.—Salts of Lead and Tin are commonly met 
with in varying amounts in nearly all classes of products put up in tin. The 
quantity dissolved depends largely on the character of the tin plate used in 
the manufacture of the can, as well as on how the solder is applied. Much 
depends also on the nature of the food product and its acidity. Formerly 
much danger was apprehended from the use of the so-called terne plate 
as a material for cans. This consists of an alloy of lead and tin, coated 
on iron plate and intended for use as roofing. Sometimes two parts of 
lead to one part of tin are found in terne plate. Only the better grades 
of bright tin plate should be used in canning. ‘There is reason to believe 
that no terne plate is at [present used in cans. In 1892 the plating alloy 
of 47 samples of tin cans in which peas had been put up were examined 
in the Bureau of Chemistry of the U. S. Department of Agriculture,t and 
the amount of lead found varied from 0% to 13%. Only 4 samples were 
found to exceed 5%, and 24 contained. less than 1%. 

The construction of the can should be such that practically no soldered 
surface is exposed to the contents, the joints being lapped and _ soldered 
on the outside. In spite of this, however, it is not unusual to find cans 
soldered on the inside, or lumps of solder in the can from the sealing of 
the tapped hole. From 51% to 65% of lead was found in the solder taken 
from the interior of twenty-four of the cans mentioned in the preceding 
paragraph. ft 

Cans lacquered on the inside to prevent contact of the metal with the 
food are coming into use but as yet are not an unqualified success. Some 
of the lacquers which have proved most efficient are objectionable because 
of their lead content. 

Action of Fruits and Vegetables on Tin Plate.—A large variety of 
canned products have been examined in the laboratory of the Massachu- 


* Nat. Can. Assn. Res. Lab., Bul. 2, 1914. 
{-Bulion3; p= 10z6. 
{ Ibid., p. 1038. 
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setts State Board of Health, with a view to determining the quantity of 
tin contained in solution. The results have shown that though notable 
traces of tin were found in acid fruits and rhubarb, and large traces in 
some green vegetables, canned blueberries were found to contain, as a 
rule, much more tin in solution than any other canned goods examined. It 
is assumed that the tin was, at least in considerable part, still held in 
solution by the fruit acids, inasmuch as the metal was found in the filtered 
juice. In every instance the inner tin lining was found to be exten- 
sively corroded, and in some cases it had been almost entirely dissolved 


Fic. 119.—Interior of Blueberry Cans, Cut Open to Show the Corrosion by Acid of the 
Fruit Juice. 


off, leaving the underlying iron bare. Fig. 119 shows the appearance 
of two of these cans, split open to show the inner surfaces. The corro- 
sion is apparent. Eleven samples of canned blueberries, representing 
seven brands, were examined in 1894 by Worcester, showing an amount 
of tin solution (calculated as SnOz) varying from 0.066 to 0.27 gram per 
can of 615-cc. capacity. 

In 1899 samples of various canned products were examined for lead 
and tin in the author’s laboratory, the results of which are thus sum- 
marized :* 


* An. Rep. Mass. State Board of Health, 1890, p. 623. 
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A wide range of variation exists in the amount of tin dissolved. 
Pumpkin and squash, for example, dissolve surprisingly large quantities, 
considering the supposed inert nature of these vegetables. 

In samples of canned sardines put up in mustard, vinegar, and oil, 
the Massachusetts Board has found as high as 0.376 gram of tin in a 
half-pound can. In these cases the corrosion of the interior of the cans 
was very marked.* 

Effect of Time on Amount of Tin Dissolved.—A series of experi- 
ments was conducted by the author in 1899 f on the action of various 
fruit acids on tin, with a view to ascertaining, among other facts, whether 
or not the element of time exerts an appreciable difference in the results. 

Samples of various canned fruits and vegetables were titrated for 


* The U. S. Government, pending further investigation, permits 300 mg. of tin per kilo 
in canned goods. F.I. D. No. 126. 
+ An. Rep. Mass. State Board of Health, 1899, p. 624. 
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their acidity. It was found that certain samples of canned blueberries, 
for instance, had an ~cidity of about one-twentieth normal. In the case 
of strawberries, the acidity was about one-sixth normal. Canned rasp- 
berries were found to be about one-tenth normal in acidity, while the 
acidity of canned tomatoes varied from one-tenth to one-fourteenth normal. 
Solutions of one-fifth, one-tenth, and one-fifteenth-normal malic acid, 
one-tenth and one-fifteenth-normal tartaric acid, one-tenth and one- 
fifteenth-normal citric acid, and one-tenth-normal acetic acid were 
prepared and sealed in pint glass jars, having about the same capacity 
as the ordinary-sized tin fruit cans, each jar containing an amount of 
tin plate equivalent to the interior exposed surface of a can. Solutions 
thus sealed were kept for three months, six months, and a year, and 
examined at the end of these respective periods for tin. The results 
showing the amount of tin found at the end of three months in each 
case are given in the following list: . 


ACTION OF FRUIT ACIDS ON TIN IN THREE MONTHS. 


; Grams of Tin Grams of Tin 

Acid. in One Pint of Acid. in One Pint of 
; olution. Solution. 
INS WAC adachocassacc6es 0.0578 IN/rs fartaricl oa erctesea = 0.0246 
IN} /DOMMaMEr Ss eines ete eee 0.0201 INV LG: CltTi Cone eran tatee eto eere 0.0374 
IND sie GWU" Raa es erincn. 0.0197 ING ae PO 0.0236 
IN/tostartaticnee sce se erSieiels 0.0382 INi/TolacetiCinasce eee ee 0.0019 


It was found that, as a rule, the amount dissolved in three months was 
the same as in six months or even a year. 

Tenth-normal acetic acid sealed in jars with tin plate, as in the case 
of the fruit acids, dissolved in three months 0.0019 gram, and in six months 
0.0083 gram of tin, which is much less than was obtained with fruit acids 
of the same strength, and with the samples of sardines referred to on 
page 263. 

Bigelow and Bacon find that shrimps contain monomethylamin, which 
corrodes the cans in which they are packed. Their experiments with 
volatile alkalis and amino acids present in vegetables of low acidity indicate 
that the corrosive action of certain vegetables is due to substances of this 
group. 

Influence of Different Weights of Tin Coating—A committee of the 
National Canners Association, the American Sheet and Tin Plate Company, 
and the American Can Company has reported results of extensive experi- 
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ments on the action of various canned foods on cans with tin plate coatings 
of from 0.9 to 3.0 pound of tin per base box. Determinations of tin and . 
iron were made at intervals. The figures in the following table show the 
extreme amounts of tin dissolved from the lowest and highest weights of 
plate and during short and long periods. The amounts of iron dissolved 
were more nearly uniform, the maximum being go mg. per kilo. 


TIN IN CANNED VEGETABLES AND FRUIT 
Mg. per Kilo 
StringBeans. Corn. Peas. Pumpkin. Tomatoes. Apples. 


Max.| Min. | Max.| Min. | Max.| Min. | Max.| Min. | Max.| Min. | Max.| Min. 
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The committee in its conclusion states: ‘‘ The lustre and the resist- 
ance to rusting increase somewhat with increased weight of coating. In 
other respects, with the exception of some instances in those classes of 
foods that have a tendency to perforate, the conclusion from this work 
is that the value of different weights of tin coating on food containers 
is for all practical purposes the same with average weights of from 1 to 3 
pounds of tin per base box.” 

Salts of Lead.—While it is a fact that the material of the tin plating 
usually found in cans is comparatively low in lead, the same is not always 
true of the metal caps used to cover some of the bottled goods. The 
French ‘‘haricots verts” are usually sold in wide-mouthed bottles, closed 
by a disk of very soft metal. In one instance this metal cap, which came 
in contact with the liquid contents of the bottle, was found to contain 
934% of lead. Of the various kinds of bottles in which are sold cheap 
carbonated drinks known as ‘“‘pop,” one style has a stopper consisting of 
a metallic button surrounded by a rubber ring. These metallic buttons 
consist of tin and lead in varying proportions. Inasmuch as the inclosed 
liquor was usually found to be quite acid in reaction, the danger of pro- 
longed contact with the metallic portion of the stopper is evident. 

The following table gives the percentage of lead found in the stoppers 
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of this character, together with the amount of lead contained in the 
liquor.* 


Amount of Lead 
Per Cent of in Contents of 
Character of Sample. Lead in Stopper.) Bottle in Milli- 
grams.f 
Bloodsoraig eyeet-e etree 50.7 0.31 
Birch, beer. Geaecs sts «sect 35-0 Large trace 
Gingengace mere see sesen Boe 0.40 
Straw berkyeAeweseeeee cee 8.8 
Straw betny, Dasereseee er 6.5 
Sarsaparillay Ame seeerstete cer 8.5 
Sarsaparllaeb esses eects Be 
Pemvon tee saree se tareeiaciers 725 
Miscellaneous (20 samples) 
MEP crenbiin oes Scene Sae 50-3 
NABioMbeMBIE, SossecoGooas 3-8 


+ Capacity of bottle about 4 pint. 
/ 


Besides the above tabulated samples, twenty were found with stoppers 
containing less than 3% of lead. While the amount of lead found in the 
contents of the bottles was in no case very large, it was enough to con- 
demn the use of lead in the manufacture of such stoppers. That the 
amounts of lead found in the contents of the bottles vary quite irrespective 
of the percentage of lead in their stoppers, may be ascribed to various 
causes, such as the difference in the acidity of the liquors, and the length 
of time that the liquor has been in contact with the stopper. Furthermore, 
the more soluble metal of an alloy is attacked by an acid with an energy 
which is not proportional to the percentage of that metal in the alloy. 

Salts of Zinc.—The presence of zinc salts in canned foods is largely 
accidental, and is generally due either to the contact of the acid fruits 
and vegetables with galvanized iron in the canneries, to the occasional 
use of brass vessels, or to the zinc chloride used as a soldering fluid. Hil- 
gard and Colby + have examined empty tin cans fresh from the manu- 
facturer, and found zinc chloride in notable quantity in the seams, and 
especially in the empty space of the lap at the bottom of the can, where 
it could easily be acted on by the contents. The average amount of soluble 
zinc chloride found in the “lap” alone amounted to three-fourths of a 
grain per can. It was furthermore ascertained that it was not the practice 
of canners to wash the cans before packing, so that zinc present in canned 
goods may thus readily be accounted for. 


* An. Rep. Mass. State Board of Health, 1897, p. 571. 
t Rep. Cal. Agric. Exp. Sta., 1897-8, p. 159. 
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Zinc chloride is commonly used in machine soldering, but should be 
displaced by rosin. 

Holgard and Colby found in some spoiled cans of asparagus, where 
the acidity was unusually high, an average of 6.3 grains of zinc chloride 
per large can. 

Zinc salts are said to have.been used for greening peas, but their use 
for this purpose is not common. Zinc chloride is the salt used, and a 
natural yellowish-green tint is imparted when properly. applied. The 
process has been kept secret. 

Salts of Copper.—While copper in canned goods is sometimes acci- 
dental, its presence being due to the use of copper or brass vessels in the 
canneries, its chief interest to the food analyst lies in the use of copper 
sulphate for greening peas and other vegetables. The artificial greening 
of vegetables is much more commonly practiced in France than in the 
United States. 

French canners of peas, beans, Brussels sprouts, etc., are frequently 
so lavish in the use of sulphate of copper that the goods as found on our 
markets can in some cases hardly be said to resemble the freshly cooked 
products in color. Oftentimes, indeed, they possess such a deep green 
as to be positively distasteful to the average American palate, though 
evidently this unnatural hue is craved in Europe. The use of copper 
in such foods is often rendered apparent by the most cursory examination. 

In this country the use of copper was commonly in smaller amounts 
than in France even before regulations prohibiting its use were adopted. 

Complaint in court for this form of adulteration under the general 
food law as it exists in most states would naturally be brought under one 
of two clauses: . 

ist. As being colored, whereby the product appears of greater value 
than it really is, or 

2d. As containing an ingredient injurious to health. 

An ingenious claim is sometimes advanced by the defendant in oppo- 
sition to clause 1, to the effect that copper sulphate is added, not to give 
an artificial green color, but to preserve the original green of the chloro- 
phyl or natural color of the fresh peas,* so that it will not be destroyed 
by subsequent boiling. 

This point was argued in a strongly contested court case brought in 
Massachusetts for copper in French peas.t 


* The term used by the French to describe this process is reverdissage or “‘regreening.”’ 
+ An. Rep. Mass. State Board of Health, 1892, p. 605. 
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As Worcester * has shown, the fallacy of this argument can be easily 
demonstrated. If it were true that the copper acts as a preservative of 
the chlorophyl, a pure extract of chlorophyl should, by the addition of 
copper sulphate, be prevented from destruction on boiling, and again, 
on once destroying the color of the chlorophyl by boiling, it would be 
impossible to restore it by further boiling it with copper sulphate. 

As a matter of fact, if an extract of chlorophyl is boiled with a dilute 
solution of copper sulphate, its color is at once destroyed, and a brown 
precipitate is thrown down. On the other hand, if yellow or white peas 
or beans devoid of chlorophyl are boiled with copper sulphate, they are 
colored green, the depth of color depending on the strength of the copper 
solution. When peas or other vegetables are thus colored, very little 
copper is found, as a rule, in the liquid contents of the can, but the copper 
is chiefly confined to the solid portions. Green compounds are produced 
by boiling albumins with copper salts, due to the formation of albuminate, 
or in the case of peas, leguminate of copper. Harrington f states that it is 
possible to color eggs an intense green by boiling with copper sulphate. 

Examination of a large number of brands of canned vegetables greened 
by copper, as bought in Massachusetts, showed that the amount used 
varied from a trace to 2.75 grams per can, calculated as copper sulphate. 
In justice to the consumer, who may be cautious about taking into his 
system copper salts, as well as to those who are indifferent to their use, 
it is no more than fair that all cans should have a label, plainly stating 
the quantity present. In the Massachusetts market, labels like the fol- 
lowing are not uncommon: “ This package of French Vegetables con- 
tains an equivalent of Metallic Copper not exceeding three-quarters of 
a grain.” 

Copper as a coloring matter has: been most commonly found in peas, 
beans, and Brussels sprouts. Copper salts in minute quantity have been 
found in Massachusetts in canned tomatoes, clams, and squash, as well 
as in pickles. 

Salts of Nickel.—Sulphate of nickel has been employed instead of 
sulphate of copper for greening vegetables. According to Harrington t 
0.25 gram of nickelous sulphate per kilogram of peas is used. The peas 
or other vegetables are boiled in a solution of the salt, made slightly alka- 
line with ammonia. 


= Loccitw ps Our. 
} Practical Hygiene, p. 203. 
} Ibid., p. 205. 
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Toxic Effects of Metallic Salts.—Divergence of opinion is so great 
as to the toxic effects of salts of the heavy metals on the human system, 
when present in the small amounts commonly found in food products, 
that it is extremely difficult to maintain a complaint in court based entirely 
on the harmful effects of these salts. Since the question is one for the 
toxicologist or physiological chemist rather than the analyst to settle, it 
will not be discussed here at length. 

The toxic action of lead salts is too generally recognized to need dis- 
cussion. ; 

Authorities were not agreed on the toxic action of copper as present 
in coppered vegetable, hence the desirability of experiments such as were 
conducted by the Referee Board of Consulting Scientists.* Their results 
indicate that while as much as 150 mg. of copper may be contained in the 
coppered beans or peas eaten in a day as little as to mg. under certain con- 
ditions may have a deleterious action and must be considered injurious to 
health. Accordingly foods greened with copper are considered adulterated 
by the federal authorities. 

The case of tin is quite different from that of lead and copper, since 
it is an accidental impurity which it is not practicable to eliminate with 
our present knowledge; furthermore its toxicity is less. Investigations by 
Bigelow } and Goss § show that the tin in canned goods exists usually in 
greater amount as insoluble than as soluble compounds. 

PRESERVATIVES.—No class of food products stands so little in need of 
these added substances to arrest fermentation as canned foods, if properly 
prepared and, as a matter of fact, the use of antiseptics has been. almost 
entirely discontinued. 

The Bleaching of Corn by artificial means before canning is usually 
accomplished by boiling the corn with sodium sulphite, thus giving to 
the product an unnaturally white color. The practice seems to have been 
more in vogue some years ago than at present, the popular taste now appar- 
ently preferring the natural rich yellow of fresh corn. 

Saccharin is claimed to possess antiseptic powers and is used in canned 
goods, but its primary purpose is as a sweetener. 

Salicylic Acid, Sodium Benzoate, and Beta-naphthol, although formerly 
used, are now seldom found in canned goods. 


*U-S. Dept. of Agric:, Rep: 97, 19013. 

¢ Food Inspection Decision 148. 

t Jour. Ind. Eng. Chem., 8, 1916, p. 813. 
§ Ibid., 9, 1917, p. 144. 
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“ SOAKED GOODS.”’—It has become quite common, especially in the case 
of peas, beans, and corn, to utilize for canning purposes those that have 
grown old and dried, after soaking them for a long time. . The presence of 
soaked peas in the market is generally more common in years when there 
is a scarcity in the pea crop. By the process of soaking, dried and matured 
field corn may be softened to such an extent as to be substituted for green 
or sweet corn in the canned product. These goods, frequently sold at a 
very low price, under some such tempting name as “Choice Early June 
Peas,” are entirely devoid of that succulent property so highly prized in 
the fresh goods, and are altogether so inferior in quality that their sale may 
justly be considered as fraudulent, unless their character is specified. 
In some states the law provides that such a product, to be legally sold, shall 
have plainly marked on the label of the can the words “ Soaked Goods ” 
in letters of prescribed size. 

Detection.—Methods of detecting soaked goods are distinctly physical 
rather than chemical. While chemical analysis may not be decisive, the 
appearance and taste of the goods furnish in most cases an unmistakable 
clue to their nature. Soaked goods are entirely lacking in juiciness, and in 
the flavors so characteristic of the various vegetables, when gathered and 
canned before becoming dry. The process of soaking is also said to 
develop the growth of the rudimentary stem of the embryo in the dried 
pea and bean. Peas and beans of the soaked variety are almost entirely 
lacking in the green color of the fresh vegetables, unless the color has been 
artificially supplied. ‘The liquid is commonly milky. 

In all cases it will be found that the solid grains or kernels of the 
peas, beans, and corn that have once been dried, though softened by 
the process of soaking, have much less water than the grains of the cor- 
responding vegetables that were gathered while still soft and succulent. ° 


METHODS OF ANALYSIS. 


Methods of Proximate Analysis.—These are essentially the same as 
for cereal products with such variation in the preparation of the sample as 
is necessitated by the moist condition and lack of uniformity. 

Examination of Gases from Spoiled Cans.—Fig. 118 shows the 
Doremus apparatus for puncturing the can with a hollow needle and con- 
ducting the gases into a eudiometer, where they are examined by the usual 
methods for gas analysis. Baker in his investigations used in conjunction 
with this apparatus a frame with another puncturing needle through which 
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water was introduced under pressure, thus forcing out all the gases through 
the Doremus needle. 

Determination of Drained Solids.—Scarcely two workers have followed 
the same method. The results obtained depend on whether a sieve or 
cheese cloth is used for straining, the size of the mesh, the time allowed 
for draining, and whether or not any pressure is applied. 

Magruder * uses a sieve with 1 mm. round holes and allows to stand for 
about five minutes, stirring gently with a spatula at the beginning and end. 

McGill f turns out the contents of the can upon a piece of cheese cloth 
of known weight spread upon a sieve 6 inches in diameter and drains for 


SS 


i 


Fic. 118.—Apparatus for Collecting Gases from Spoiled Cans. (After Doremus.) 


approximately two hours without pressure or until drops fall at intervals 
of more than five seconds. 

Ladd,t in addition to a 4-inch mesh sieve adopted by the Canners’ 
Associations of three states some years since, employs a cheese cloth to 
retain the finely divided matter, a method which, according to Bige- 
low’s experiments,{ gives 3% to 6% more drained solids than the sieve 
alone. 


* Jour. Assn. Off. Agr. Chem., 1, 1915, p. 199. 
+ Lab. Inl. Rev. Dept. Canada, Bul. 357, 1916. 
t Jour. Assn. Off. Agr. Chem., 3, 1917, p. I. 


972 FOOD INSPECTION AND ANALYSIS. 


Determination of Tin on Tin Plate.—Baker Method.*—Cut 4 square 
inches of the plate, loosely fold, introduce into a 300-cc. Erlenmeyer flask 
with from so to 100 cc. of concentrated hydrochloric acid, and determine 
the tin by the method as described for contents (p. 875), using, however, 
an iodine solution of such strength that, with the size of sample employed, 
to cc. is equivalent to 1 pound of tin per base box. 

For the preparation of the iodine solution, dissolve 45 grams of iodine 
and 65 grams of potassium iodide in a small amount of water, dilute to 
4 liters, allow to stand overnight, check against solutions containing a 
known amount of tin and an amount of iron equivalent to that used in a 
sample, and dilute until 1 cc.=0.005786 gram tin. 

Hiltner Method.t—This is a rapid method for the determination of lead 
as well as tin in both tin and terne plate. 

Determination of Lead in Tin Alloy.—Method of Paris Municipal 
Laboratory.{—The material, if soft, is hammered into a thin plate, and 
24 orams are weighed out, transferred to a 250-cc. flask, and dissolved 
in 7 to 8 cc. of concentrated nitric acid. Evaporate to dryness on the 
sand-bath, add 10 drops of nitric acid and 50 cc. of boiling water, cool, 
and make up to 250 cc. with water. Let the residue settle and pour off 
through a filter roo cc. of the clear, supernatant liquid, corresponding 
to 1 gram of the material. This contains the lead, while the tin is left 
behind in the residue, together with antimony if present. 

Add ro cc. of a standard solution of potassium bichromate (7.13 grams 
to the liter) and shake. Each cubic centimeter of this standard solution 
is sufficient to precipitate o.or gram of lead. Allow the lead chromate 
formed to settle, and, if the solution is colorless, add 10 cc. more of the 
bichromate, or sufficient to be present in excess, as indicated by the yellow 
color. Filter, wash, and titrate the excess of bichromate with a standard 
iron solution, containing 57 grams of the double sulphate of iron and 
ammonia and 125 grams of sulphuric acid per liter. This iron solution 
‘should be kept under a layer of petroleum, and standardized against 
the potassium bichromate before use. 

Add, drop by drop, the iron solution to that containing the excess of 
bichromate. The color of the latter passes from pale green to bright 
green, when the chromate is completely reduced. Determine the end- 


* Relative Value of Different Weights of Tin Coating on Canned Food Containers, Nat. 
Can. Assn., Washington, 1917, p. 31. ‘ 

+ Western Chem. Metal., 4, 1908, p. 262. 

} Girard, Analyse des Matiéres Alimentaires, Paris, 1904, p. 829. 
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point with a freshly prepared dilute solution of potassium ferricyanide, 
a drop of which is placed on a porcelain plate or tile in contact with a 
little of the solution titrated. A blue color is produced when the iron 
is present in excess. If the standard iron and bichromate solutions exactly 
correspond, 1 cc. of the iron solution is equivalent to 1% of lead, but 
the latter solution is usually a little weak. 

If n=number of cubic centimeters of iron solution necessary to reduce 
to cc. of the standard bichromate, 


, : IO 
I cc. of the iron solution =—. 
n 


If, now, y=number of cubic centimeters of iron solution necessary 
to reduce the excess of bichromate in the determination, and s=number 
of cubic centimeters of bichromate used, 


S —Sr= per cent of lead in the alloy. 


Separation and Determination of Tin, Copper, Lead, and Zinc in 
Canned Goods.—Munson’s Method.*—The contents of the can are 
first evaporated to dryness, and from Io to 15 cc. of concentrated sul- 
phuric acid or enough to carbonize are added to the dry residue contained 
in a porcelain evaporating-dish, which is very gently heated over the flame 
till foaming ceases. Then ignite to an ash in a muffle, or carefully over 
the free flame, using a little nitric acid, if necessary, for oxidation of the 
organic matter. Add 20 cc. of dilute hydrochloric acid, and evaporate 
over the water-bath to dryness. Wash the residue into a beaker, slightly 
acidify with hydrochloric acid, and saturate with hydrogen sulphide 
without previous filtration. Heat the beaker on the water-bath, and 
pass the contents through a filter. Wash the precipitate, which contains 
sulphides of tin, lead, and copper, if these metals are present, while if there 
is zinc, it is contained in the filtrate. The precipitate is fused with sodium 
hydroxide in a silver crucible for half an hour, to increase the solubility 
of the tin, which would otherwise be dissolved with difficulty. The 
fusion is boiled up with hot water, acidulated with hydrochloric acid, and 
transferred without filtering to a beaker, in which hydrogen sulphide 
is added to saturation. This precipitates the sulphides of tin, lead, and 
copper (if these metals are present). The sulphide precipitate is collected 


*U.S. Dept. of Agric., Bur. of Chem., Bul. 107 rev., p. 62. 
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on a filter, and thoroughly washed with hot water, the washings being 
rejected. Pass through the filter several portions of boiling ammonium 
sulphide, using about 50 cc. in all, or till all the tin is dissolved. Precipi- 
tate the tin from the combined filtrate with hydrochloric acid, filter, 
wash, ignite, and weigh as stannic oxide. 

The residue left on the filter, after dissolving out the tin sulphide, is 
then dissolved by treatment with nitric acid, which is filtered, and to 
the filtrate and washings ammonia is added nearly to the point of neutrali- 
zation. Then add ammonium acetate. Filter off any precipitate of 
iron that may be formed. The filtrate is divided into two portions for 
determination of copper and lead. If-lead is absent, determine the 
copper by titration with potassium cyanide * or electrolytically (p. 634). 
Copper is rarely present in sufficient amount to be determined, unless 
used for greening the vegetables. If notable quantities of lead are present, 
the solution is made acid with acetic, and the lead precipitated therefrom 
with potassium chromate, collected on a tared filter, washed with water 
acidified with acetic acid, dried at 100° C., and weighed as lead chromate. 
Or determine the lead by color-tests, as on page 362. 

For the determination of zinc, the filtrate from the first hydrogen- 
sulphide residue is evaporated to a volume of about 60 cc., and treated 
with bromine water to oxidize the iron, as well as any excess of hydrogen 
sulphide remaining, the excess of bromine is then boiled off, and a few 
drops of concentrated ferric chloride added, to make the solution distinctly 
yellow, if not already so. Nearly neutralize with ammonia, and precipi- 
tate the iron with ammonium acetate. Filter, wash, acidify the filtrate 
with acetic acid, and precipitate the zinc with hydrogen sulphide. Filter, 
wash, ignite, and weigh as zinc oxide. 

The metals may be determined separately, as follows: 

Determination of Tin.j—Evaporate the contents of the can to dry- 
ness, and ignite in porcelain. Fuse the ash with sodium hydroxide in a_ 
silver crucible, boil the fusion with several portions of water acidulated 
with hydrochloric acid, filter, and precipitate the tin from the acid solu- 
tion with hydrogen sulphide. Dissolve the washed precipitate in ammo- 
nium sulphide, filter, and deposit the tin directly from this solution by 
electrolysis in the platinum dish which contains it, using a current of 
o.§ ampere and the electrolytic apparatus described on page 634. 


* Sutton, Volumetric Analysis, 8th ed., p. 204. 


{ Hilger u. Leband, Zeits. Unters. Nalie. Genussm., 2, 1899, p. 795; An. Rep. Mass. 
State Board of Health, 1809, p. 625. 
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Smith and Bartlett * employ the following method of solution: Weigh 
50 grams of fish or too grams of vegetables in a porcelain dish and dry 
overnight. Heat from 75 to 100 cc. of concentrated sulphuric acid in a 
Kjeldahl flask until acid fumes are visible, then add gradually small por- 
tions of the food product, heating the acid between additions until frothing 
ceases. Allow to cool, then add gradually to the charred mixture 25 cc. 
cf concentrated nitric acid, which causes the evolution of red fumes and the 
generation of heat. Cool, add 25 cc. of nitric acid and heat gently until 
all nitric fumes are expelled and the charred material is dissolved to a 
homogeneous solution. Boil this solution about forty-five minutes, then 
add from ro to 15 grams of potassium sulphate and continue boiling from 
three to five hours until decolorized. Wash the digest into an &0o-cc. 
beaker, dilute to about 600 cc. and bring to a boil. ~ Almost all of the tin 
separates as stannic oxide, partially hydrated, some of which adheres to the 
sides of the flask, and cannot be removed by washing. Filter the contents 
of the beaker, thus separating the hydrated stannous oxide from all other 
compounds. Place the filter in the flask, to which 20 cc. of saturated 
sodium hydroxide and an equal volume of water have been added, boil 
for several minutes, then wash the sodium stannate into a beaker. Acidify 
with hydrochloric acid, precipitate with hydrogen sulphide, and proceed 
as above described. 

Hanson and Johnson + heat a quantity of the material, containing 
about 25 grams of solids, with a mixture of 2co cc. of water, 100 cc. of 
concentrated nitric acid and 50 cc. of concentrated sulphuric acid, adding 
additional nitric acid from time to time and finally 25 grams of potassium 
sulphate. | 

Baker Method.t—Treat too grams of the material with nitric and 
sulphuric acid as described in the preceding sections. Dilute the sulphuric 
acid residue, neutralize with ammonia, add hydrochloric acid until the 
solution contains about 2%, and thoroughly saturate with hydrogen 
sulphide gas. Filter the impure lead sulphide on a Gooch crucible with 
a false bottom, wash three or four times with water, then transfer precipitate 
and asbestos to a 300-cc. Erlenmeyer flask, washing with a little water, 
and boil with strong hydrochloric acid, adding potassium chlorate from 
time to time to insure complete solution of the tin sulphide as well as the 
elimination of the sulphur. Add a few strips of pure aluminum foil, 


*U.S. Dept. of Agric., Bur. of Chem., Bul. 137, p. 134. 
+ U.S. Dept. of Agric., Bur. of Chem., Bul. 152, p. 117. 
t 8th Intern. Cong. Appl. Chem., 18, p. 35. 


976 FOOD INSPECTION AND ANALYSIS 


free from tin, until all the chlorine is eliminated, then dilute to from 30% 
to 40% acid strength and attach to a carbon dioxide generator provided 
with a scrubber and charged with pure marble and hydrochloric acid. 

A bulb tube passing through one opening of a double-bore stopper 
serves to deliver the gas near the surface of the liquid and another bulb 
tube provides an exit, the latter being connected with a glass tube immersed 
in water to the depth of 20 cm., forming a water seal. When the flask is 
first attached to the carbon dioxide apparatus, lift the exit tube out of the 
water so as to reduce the pressure and thus force a large amount of gas 
through the system, expelling all air. Then raise the stopper of the flask 
and introduce about 1 gram of aluminum. foil, which quickly reduces the 
tin to the metallic form with evolution of hydrogen. 

Heat to boiling on a hot plate and boil for a few minutes, which causes 
the aluminum to disappear and changes the tin into stannous chloride, 
then cool in ice-water, still passing carbon dioxide through the: system. 
Remove the stopper together with the tubes, washing the same and the 
sides of the flask with air-free water, prepared by boiling distilled water, 
adding a small amount of sodium bicarbonate and then a slight excess of 
hydrochloric acid. 

Add starch paste and titrate directly and quickly with hundredth- 
normal iodine solution until a faint blue color is obtained. The iodine 
solution is standardized against pure tin solution or a food mixture, such 
as apple butter, containing an added amount of tin salt. 

An alternate procedure is to add an excess of iodine solution to the 
flask after lifting the stopper, but while the carbon dioxide is still issuing 
from the neck, and titrate the excess with standard sodium thiosulphate 
solution. 

By means of a Y-tube the current from one generator may be divided 
for two flasks so that duplicates may be conducted at the same time. 

Determination of Lead, especially applicable if lead is present in small | 
amounts only. Boil the sulphated ash of the contents of the can (obtained 
as on page 973) with a solution of ammonium acetate, having an excess of 
ammonia. The tin, zinc, and iron remain insoluble, while the copper 
and lead are dissolved. Filter, wash, and add a few drops of potassium 
cyanide to the filtrate, to prevent precipitation of copper when hydrogen 
sulphide is subsequently added. If the solution exceeds 4o cc., concen- 
trate to that amount by evaporation, and transfer to a so-cc. Nessler 
tube. Add hydrogen sulphide water, and make up to the mark. Com- 
pare the brown color imparted by the lead sulphide, with the colors obtained 
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by treating with hydrogen sulphide water in Nessler tubes various measured 
amounts of a standard solution of lead acetate, made alkaline with ammonia. 
See also page 362. 

Determination of Copper.—(1) Electrolytically—aAsh the contents of 
the can as on page 973. Wet the ash with concentrated nitric acid, add 
water, and boil. Then make strongly alkaline with ammonia and filter. 
Unless the filtrate is colored blue, copper is absent. Transfer the filtrate 
to a bright tared platinum dish of 100-cc. capacity, neutralize with con- 
centrated nitric acid, and add about 2 cc. in excess. Nearly fill the dish 
with water, and electrolyze with the apparatus described on page 634, 
using a current of about 0.3 of an ampere. 

(2) Colorimetrically—This method is especially applicable for small 
amounts of copper. The blue-colored ammoniacal solution of the ash, 
filtered as in (1), is transferred to a Nessler tube, and its color matched 
against the colors of a series of measured amounts of an ammoniacal 
standard solution of copper sulphate. 

Determination of Nickel.—Boil the ash with water slightly acidified 
with hydrochloric acid, and. without filtering, saturate with hydrogen 
sulphide, thus precipitating out any copper, tin, or lead. Filter and wash. 
Zinc and nickel, if present, are in the filtrate. Boil the filtrate to expel 
the hydrogen sulphide, and add sodium carbonate till slightly alkaline. 
Add acetic acid without filtering till the precipitate produced by the 
alkaline carbonate is dissolved, and then add a considerable excess of 
acetic acid. The zinc is precipitated by passing hydrogen sulphide 
through the cold dilute solution, while the nickel is held in solution by 
the large excess of acetic acid. Filter, and wash with hydrogen sulphide 
water, to which a little ammonium acetate has been added. 

Make the filtrate alkaline with ammonia, precipitate the nickel with 
ammonium sulphide, filter, wash, ignite, and weigh as nickelous oxide. 


KETCHUP. 


Standards.—The following are the United States standards: 

Catchup (Ketchup, Catsup) is the clean, sound product made from the 
properly prepared pulp of clean, sound, fresh, ripe tomatoes, with spices 
and with or without sugar and vinegar; Mushroom Catchup, Walnut 
Catchup, etc., are catchups made as above described, and conform in 
name to the substances used in their preparation. 

No standard is given for Chili Sauce, a product made from tomatoes, 
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peppers, onions, vinegar, sugar, and spices, differing from ketchup in that 
it is not strained. 

Process of Manufacture.—When made in the household ripe tomatoes, 
with or without paring and coring, are cut in pieces and boiled down to 
a thick pulp, strained to remove seeds and other coarse tissues and finally 
heated for a time with vinegar, spices, salt, and sugar. The product is 
bottled while hot. 

Factory-made ketchup, of good quality, is prepared by practically 
the same process, using special apparatus for washing, pulping and con- 
centrating. In many factories considerable time elapses before the finish- 
ing processes are carried out, the pulp being stored in barrels or better 
in lacquered tin receptacles until needed. Manufacturers of ketchup 
often purchase the barrelled or canned pulp from canning factories, con- 
fining their attention to the final processes and bottling. 

In the so-called gravity process the pulped material is allowed to stand 
until fermentation sets in and the cellular matter rises to the surface. 
The clear liquid is then removed from below. In Italy it is a common 
practice in the manufacture of tomato paste to allow the pulp to ferment 
for a time, after which the fermentation is checked by the addition of salt.* 

The Composition of Tomato Catsup varies within wide limits due chiefly 
to variations in the composition of the tomatoes, the amount of fibrous 
material removed in screening, the degree of concentration, and the amount 
and composition of the substances added, particularly the vinegar. This 
is shown by the maximum and minimum results for total solids and acidity 
reported in commercial catsups by Winton and Ogden,t Street,t and 
McGill § as given in the following table: 


Total Solids. Asiditg Cale: 

as Acetic. 
Wintonvandi@g deny genre men erate een 42.64-6.03 2.20-0.60 
Street Mottepel arapste tals raolisacyiotoliase ovetap atc iaits fear LaLa CR 32.40-7.27 T.98-0.54 
coin Sit Statice att eae cetera oe cr OE eal 8 aa 38.63-6.66 2.85-0.45 


Tomato Catsup from Trimmings.—If instead of the pulp of the whole 
tomato the pulp of trimmings (skins, cores, etc.) from tomato canneries is 


* Daily Consular and Trade Reports, 14, 1911, p. 74. 
} Conn. Agr. Exp. Sta. Rep., 1901, p. asics 

t Ibid., Rep., toro, p. sar. 

§ Lab. Inl. Rev. Dept. Canada, Bul. 368, 1917. 
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used another complication is introduced. The presence of trimmings pulp 
obviously cannot be detected by mere determination of solids, even if no 
salt, sugar, or other additions were made, since the percentage of solids 
is dependent in large part on the degree of concentration. Bigelow and 
Fitzgerald* calculated the ratio of pulp solids to filtrate solids and the 
percentage of insoluble solids in the total solids, in the case of whole tomato 
pulp and of trimmings pulp with the following results: 


Whole Tomato Trimmings 
Pulp. Pulp. 
Ratio of pulp solids to filtrate solids: Maximum...... Ters4 1.241f 
Minimum...... TOOLS 1.109} 
Per cent of insoluble solids in total solids: Maximum . 17.4t 14.7§ 
Minimum.. 9 .8t 11.4§ 
* 30 samples. + 18 samples. t 24 samples. §. 7 samples. 


These results do not sharply differentiate the two products and after 
the addition of the other constituents proper to tomato catsup the dis- 
tinction would be still less marked or entirely absent. 

The use of tomato trimmings for cheap catsup appears unobjectionable 
provided they are from sound tomatoes and have not been allowed to spoil. 
Too often the material is objectionable. ‘This is especially the case when 
the product is improperly stored and too long a time elapses before its 
manufacture into catsup. 

Decayed Material.—According to Bacon and Dunbar f fresh tomatoes 
contain on the average 6.5% total solids, of which 3.5% is invert sugar, 
0.5% citric acid, 0.6% ash, 0.9% protein (N X6.25), 0.85% crude fiber 
and 0.05% fat. During spoilage the sugars rapidly disappear, forming 
alcohol, carbon dioxide, acetic and lactic acids, the amounts of each 
formed depending on the organisms present. Usually the citric acid is 
also decomposed. A good ketchup is accordingly characterized by a 
high citric acid content and little lactic acid, while one made from decom- 
posed material will usually contain little or no citric acid, but a high per- 
cent of lactic acid. . 

Bitting and Bitting ¢ state: “‘ The procedure in determining wholesome- 
ness is different from that for sterility, as in the former one must deal with 


* Jour. Ind. Eng. Chem., 7, 1915, p. 602. 
1+ U.S. Dept. of Agric., Bur. of Chem., Circ. 78. 
t Natl. Can. Assn. Res. Lab. Bul. 14, 1917. 
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the dead organisms, and is limited almost wholly to what may be seen under 
the microscope. It is most unfortunate that no satisfactory method has 
been developed to determine the presence of unfit material, as the pur- 
chaser has no means of judging from looks, taste, or smell what may have 
entered into these comminuted products. In the whole or large piece 
stock, he can judge by the gross appearance with a fair degree of accuracy. 
We are lacking in the fundamentals necessary for a proper examination: 
that is what constitutes the normal flora upon fully matured products, the 
abundance to which they attain under varying conditions, and what organ- 
isms cause the changes which are generally recognized as decomposition.” 

Howard in the examination of catsup under the federal law counts 
(x) rod-shaped bacteria (but ignores micrococci), (2) yeast cells and yeast 
and mold spores together (radically different bodies), and (3) number of 
fields containing mold filaments exceeding one-sixth the diameter of the 
field (i.e., determines the subdivision and distribution, rather than the 
amount of filaments). Details are described in government publications; * 
criticisms are given by Bitting and Bitting,t Prescott, Burrage, and Phil- 
brick, { and Tanner. § 

Foreign Pulp.—Pumpkin pulp and apple sauce, the latter made often 
from unsound material or even pomace, have been extensively used in 
cheap ketchups. At the present time such compound sauces are usually 
labelled to show the constituents present. 

Preservatives.—Salicylic acid, formerly used in most commercial 
ketchup, more recently has given place to benzoate of soda. Bitting || 
has shown that by using sound tomatoes and exercising proper care in 
the process of manufacture, ketchup can be kept without a preservative. 
Manufacturers themselves have corroborated this, many of the standard 
brands being entirely free from any antiseptic material other than spices 
and vinegar. 

Artificial Colors.—Of ninety-four samples of ketchup examined in 
tgor in Connecticut all but fifteen contained coal-tar colors.{ This 
practice, however, is now decreasing and is indeed quite unnecessary if 


* Howard and Stephenson, U. S. Dept. of Agric., Bul. 581, 1917; Howard, Bur. of Chem., 
Circ., 68, 1911. 

} Natl. Can. Assoc. Res. Lab. Bul. 14, 1917. 

t Abs. Bact., 1, 1917, p. 51. 

§ Bacteriology and Mycology of Foods, New York, 19109, pp. 515, 510. 

|| U. S. Dept. of Agric., Bur. of Chem., Bul. 119, 1909. 

4] Conn. Agr. Exp. Sta. Rep., roor, p. 135. 
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fresh ripe tomatoes are used, dark-colored spices are avoided, and sugar 
is not added until the end of the process. 


METHODS OF ANALYSIS. 


The methods described under this head, except those for solids by 
calculation, may be used for tomato catsup, chili sauce, tomato pulp, 
fresh tomatoes, and canned tomatoes, provided the material is suitably 
sampled. 

Determination of Specific Gravity.—Bigelow and Fitzgerald * in order 
to remove air bubbles unavoidably introduced in pouring into the picrom- 
eter, centrifuge at 1000 revolutions per minute, add more of the material 
to volume, and repeat the centrifuging until there is no more contraction. 

Ash, Alkalinity of Ash, and Sodium Chloride are determined by the 
methods described for jams and jellies (page 996). Volatile Acids, as acetic, 
is determined by the method described for vinegar (page 797). Tests for 
Preservatives and Colors are carried out as described in Chapters XV 
and XVI. 

Determination of Solids.—Weigh 10 grams of the sample into a flat- 
bottomed metal dish 6 cm. in diameter, add water to distribute the mate- 
rial, evaporate to dryness, dry four hours at the temperature of boiling 
water, and weigh. 

Determination of Insoluble Solids.j—Shake 20 grams of the material 
with hot water in a narrow cylinder, centrifuge and decant the clear liquid 
on a tared filter-paper and filter with the aid of suction. Repeat the 
operation several times, finally transferring the material to the paper. 
Finish the washing on the paper and dry at 100° C. to constant weight. 

The filtering may be carried on to advantage on a Buchner funnel, 
using two or more tared filters, as the suction is liable to break a single 
layer. 

Determination of Sand.t—Weigh 100 grams of the well-mixed sample 
into a 2- or 3-liter beaker, nearly fill the beaker with water, and mix the 
contents thoroughly. Allow to stand five minutes and decant the super- 
natant liquid into a second beaker. Refill the first with water and again 
mix the contents. After five minutes more decant the second beaker into 
a third, the first into the second, refill and again mix the first. Continue 
this operation, decanting from the third beaker into the sink until the 


* Jour. Ind. Eng. Chem., 1915, 7, p. 602. 
+ U. S: Dept. of Agric., Bur. of Chem., Bul. 152, 1912. 
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lighter material is washed out from the ketchup. Then collect the sand 
from the three beakers into a tared Gooch crucible, dry, ignite, and weigh. 

The method for the determination of ash insoluble in hydrochloric 
acid is not applicable to the determination of sand in tomato products, 
owing to the small amount and uneven distribution. Even when 100 
erams are used the results are far from concordant. . 

Determination of Soluble Solids.—Subtract the percentage of insoluble 
solids from the percentage of total solids. 

Determination of Reducing Sugars.—Direct.—Place to grams of the 
ketchup in a too-cc. flask, add an excess of normal lead acetate, make 
up to the mark and filter. To the filtrate add powdered sodium sulphate 
or carbonate’ sufficient to precipitate the excess of lead and again filter. 
Determine the reducing powder of the filtrate by the Munson and Walker 
method (p. 622) and calculate as invert sugar. 

After Inversion.—Mix 50 cc. of the solution, after clarifying and removal 
of the lead, as described in last paragraph, with s cc. of concentrated hydro- 
chloric acid, invert in the usual manner (p. 611), nearly neutralize with 
sodium hydroxide and determine the reducing power as before inversion. 

Determination of Acidity—Bigelow and Fitzgerald Method.*—Dilute 
20 grams of the material with at least 200 cc. of water, add o.5 cc. of 1% 
phenolphthalein solution in alcohol, and titrate with N/1o sodium 
hydroxide solution. Add 1 cc. of N/1o hydrochloric acid, heat quickly 
to boiling, boil one minute to expel carbon dioxide, cool, and titrate back 
with the standard alkali. 

One cc. of N/1o alkali is equivalent to 0.0064 gram of citric acid. 

Determination of Citric Acid.—Bacon and Dunbar Method.*—Weigh 
25 grams into a 250-cc. beaker, make up to approximately 200 cc. with 
g5 per cent alcohol, allow to stand with frequent stirring for four hours, 
filter through a folded filter and wash with 50 cc. of 80% alcohol. To 
the filtrate add sufficient water to dilute the alcohol to 50% or 60% and 
then add 10 cc. of 20% barium acetate solution, stir well with a glass rod, 
and allow to stand overnight. In the morning filter on a Gooch crucible, 
washing with 50% alcohol, dry for from three to four hours in an oven 
at 100° C. and weigh. Weight of precipitate times 0.51 equals anhydrous 
citric acid. This method is not applicable in the presence of malic acid, 
hence if apple pulp is a constituent of the ketchup, the Pratt method 
(page 1009), should be employed. 


* Loc, cits 
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Determination of Lactic Acid—Bacon and Dunbar Method.* —To 
100 grams of ketchup add 10 cc. of 20% normal lead acetate solution, 
make up to 500 cc., shake well and centrifuge. To 400 cc. of the clear 


portion add a moderate excess of sulphuric acid, 
filter, wash the precipitate with a small amount of 
water, and evaporate the filtrate on the steam bath 
to about roo cc. Extract for from eighteen to twenty 
hours in a liquid extractor (Fig. 120): with washed 
ether. In case the quantity of lactic acid present 
is greater than 0.5 gram it is usually necessary to 
extract for a longer period. In any case it is well 
to re-extract for from eight to ten hours to make 
sure that the extraction is complete. Ether suf- 
ficiently pure for this purpose may be prepared by 
shaking out ordinary ether once with a sodium hy- 
droxide solution and then ten times with small quan- 
tities of water. Evaporate on a steam bath until the 
ether is no longer evident, and take up the tesidue at 
once in water and filter, thus removing a small 
amount of coloring matter and substances other 
than lactic acid, which may be extracted from ketchup 
by ether, but which are insoluble in water. Heat the 
filtrate on the steam bath for some time to remove 
all traces of ether or alcohol. Add approximately 
3 grams of sodium hydroxide and so cc. of a 1.5% 
solution of potassium permanganate from a pipette. 
Heat on a water-bath at 1oo° C. for one-half hour. 
At the end of that time, or before, if the color is 
not a decided blue-black or purple, but is green or 
colorless above the layer of brown precipitate, add 
more standard permanganate until, after heating 
one-half hour on a boiling water-bath, the color is 
a blue-black or purple. The oxidation is then 
complete. Make the hot solution strongly acid 


Fic. 120.— Bacon and 
Dunbar Extractor for 
Liquids. <A, jacket- 
flash; B, extract-tube; 
C, funnel-tube; D, 
condenser. 


with 10% sulphuric acid (about 50 cc.) and run in 5% standard oxalic 
acid from a burette until the solution is decolorized. Titrate back any 
slight excess of oxalic acid with the standard permanganate solution. 


“Locecit,. 
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(Any standard permanganate and oxalic acid solution may be used within 
reasonable limits of strength.) 

In alkaline solution the permanganate oxidizes the lactic acid quan- 
titatively to oxalic acid according to the equation: 


2C3H6O3 +10K MnO4= 2(COOH)2 +4H20 +2CO2+5MnO2+5K2MnO.. 


Then in acid solution, the oxalic acid is further oxidized by the per- 
manganate to carbon dioxide and water according to the equation: 


5(COOH)2 +2KMnO, +3H2SO4= 1oCO2+8H20 + K2S04+2MnSOx4. 


To determine the total weight of permanganate used in the oxidation 
of the lactic acid subtract the permanganate equivalent of the oxalic 
acid used from the total amount used. The weight of permanganate 
times 0.237 equals the weight of lactic acid. 

Microscopic Examination for Foreign Pulp.—Apple is ceueae by 
the window-like cells of the skin, the pitted vessels of the bundles, quite 
unlike the vessels of the tomato, and the tissues of the core. Pumpkin 
may be detected by the yellow skin of the fruit with colorless stomata, 
somewhat obscure latex tubes and the peculiar cactus-like parenchyma 
of the seeds. Although only the fruit pulp is used, fragments of the skin 
and seeds of sufficient size to be of diagnostic importance often find their 
way into the product. 


PICKLES. 


A large variety of vegetables and fruits are preserved in the form of 
pickles in vinegar, either with or without spices, and kept in wooden 
pails, stoneware pots, kegs, or sealed wide-mouthed bottles. The con- 
tainers are not of necessity air-tight. The commoner vegetables are 
usually pickled without cooking, while fruits such as peaches, pears, 
gooseberries, etc., are usually cooked, or at least heated. Analyses of 
pickles and relishes appear in the table, page 985. 

Cucumber Pickles are the most common, and are prepared by soaking 
the fresh cucumbers in strong salt brine. They are then dried on frames, 
and afterwards treated with boiling vinegar, to which spices may or may 
not be added. Other vegetables pickled in similar manner, either sepa- 
rately or in mixture with cucumbers or “ gherkins”’ to form “ mixed 
pickles,” are cauliflower, bean pods, white cabbage, young walnuts, and 
onions. 


VEGETABLE AND FRUITS PRODUCT. 985 


Such soft vegetables as young podded beans and beets are not treated 
with brine, but, after soaking in water, are directly treated with vinegar. 
The vinegar used for the finest pickling is of the cider, wine, or malt 
variety. Cheaper varieties of pickles are put up in “ white wine” or 
spirit vinegar. 

Mustard Pickles——These differ from plain vinegar pickles in the char- 
acter of the preserving medium, which in this case consists of a mixture of 
mustard and spices with the vinegar to form a thin paste. 

Piccalilli consists of a mixture in vinegar of various chopped vege- 
tables, such as cucumbers, cauliflower, onions, green tomatoes, and various 
spices. 

Olives for pickling are picked before they have fully ripened, and 
the inherent bitter taste is removed by soaking in a solution of potash 
and lime. This is replaced by cold water, and finally the olives are 
transferred to the medium in which they are bottled, which con- 
sists of salt brine, either with or without flavoring. The flavoring 
materials employed consist of such substances as fennel, coriander, 
laurel leaves, and occasionally vinegar. Ripe olives in brine are also 
highly esteemed. 

Capers.—These are the flower buds of the shrub Capparis spinosa, 
which are pickled in vinegar. Nasturtium seeds, when similarly pickled, 
possess a flavor much resembling capers, but their substitution for 
capers could readily be detected by their distinctive appearance, even if 
colored. 

Composition of Pickles and Relishes.—The following table is derived 
from Atwater and Bryant’s compilation: 


CHEMICAL COMPOSITION OF KETCHUP, PICKLES, AND RELISHES.* 


Number ; Total | Fuel 
of 


Refuse. | Water. | Protein.| Fat. Carbo- | Ash. Yolue 

Analyses hydrates aed Op 
Tomato ketchup.....-- Ce” Pease 82.8 Ta5 a 3 265 
Horseradishsece sees 2 Mes eaves 86.4 I.4 -2 I I 230 


Olives, green: 


Edible portion....... im |GASua06 58.0 ieee Pipl |\ see 

JAS PUTCHAced ne =is/.e10 = I py | Hee -8 202 8 I 1,025 
Olives, ripe: 

Edible portion....... 5 ad ee 4-7 16) 25-9 4-3 Aue |t,205, 

As purchased ....... I 19-0 | 52.4 1.4 21.0 Sok 2.7 975 
Cucumber pickles ..... Ce Saar 92-9 éG og Oh 220 70 
Mixed picks ssovestle <(-' y - beodoue 93-8 esi -4 4.0 sii 110 
Spiced pickles. .......- I Ghifont 4 st |) ea) Tey 395 


* U.S. Dept. of Agric., Office of Exp. Sta., Bul. 28, p. 70. 
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Adulteration.—Pickles were formerly greened in the household by the 
use of copper kettles and in the factory by the addition of copper sulphate. 

For methods of detection and estimation of copper, see page 634. 
Pickles may be greened by boiling with much less harmful substances 
than copper salts, such, for example, as grape leaves, spinach, or parsley. 

Free Sulphuric Acid has been found in a number of cases in the vine- 
gar of pickles bought on the Massachusetts market. A pronounced 
test for chloride with nitrate of silver should not be attributed to free 
hydrochloric acid, since it may be due to the salt from the brine in which 
the pickles have been treated. 

Alum is sometimes added to the salt solution to produce hardness 
and crispness in pickles. A number of samples of cucumber pickles 
have been found by the author to contain alum. For its detection, fuse 
the ash of the pickles, if free from copper, in a platinum dish with sodium 
carbonate, extract with boiling water, filter, and add ammonium chlo- 
ride. A flocculent precipitate shows alum. 

Sodium Benzoate and Saccharin have been frequently detected in sweet 
pickles. 

Horseradish.—This condiment is prepared by grating the root of 
the perennial herb Nasturtium armoricia, and preserving in vinegar. 
It is very pungent and aromatic when first prepared, but by exposure to 
light and air quickly loses strength: ‘Turnip pulp is used as an adulterant. 
: PRESERVES. 

Under this head are included various fruit products prepared with . 
sugar syrup and often also with spices and vinegar. Some of these prod- 
ucts differ little from canned fruits white others are really sweet pickles. 
Mince meat, although not strictly a fruit product, and fruits in cordials 
are classified for convenience as preserves. Jams are considered with 
jellies in the next section, as are also methods of analysis. 

Fruit Butter.—According to the U. S. Standard, “ fruit butter is the 

sound product made from fruit juice and clean, sound, properly matured 
and prepared fruit, evaporated to a semi-solid mass of homogeneous 
consistence, with or without the addition of sugar and spices or vinegar, 
and conforms in name to the fruit used in its preparation.” 
A pple Butier is the best-known product of this class. Unfortunately 
it is sometimes made from decayed fruit or even from apple pomace. 
Glucose is frequently substituted wholly or in part for sugar, in which 
case its presence should be declared on the label. 
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Mince Meat.—As prepared in the household, mince meat, the filling 
for mince pies, contains from 10 to 20% of lean meat and about twice 
as much apple. Other constituents appear in the following typical for- 
mula with statement of quantities in parts by weight: 2 parts each of 

meat, raisins, dried currants, and sugar, 4 parts of apples, 1 part each of 
suet and candied citron, 2 parts of sweet cider, wine or brandy, 1 to 2 
parts of seasoning including salt, spices, and lemons or oranges. 

Standard Mince Meat of the A.O.A.C. and the Association of State and 
National Dairy and Food Departments, “‘?s a mixture of not less than 10% 
of cooked comminuted meat, with chopped suet, apple and other fruit, salt, 
and spices, and with sugar, syrup, or molasses, and with or without vinegar, 
fresh, concentrated, or fermented fruit juices, or spirituous liquors.” 

Adulteration.—There has been some conflict between food officials 
and certain manufacturers as to the proportion of meat in commercial, 
mince meat, the manufacturers claiming that 10% is too much for the 
proper keeping of the product, the food officials, on the other hand, con- 
tending that the manufacturer has no right to lower the recognized standard 
of the housewife. 

As a matter of fact the greater part of the mince meat on the market 
contains considerably less than 10% of meat and much of it none what- 
ever. Glucose is a common substitute for part of the sugar, wormy or 
other inferior fruit is sometimes used, and benzoate of soda is added as 
a preservative. 

Condensed Mince Meat is made in a commercial way from dried 
apples and other desiccated materials and is sold in compressed cakes 
with instructions for preparing from the cakes moist pie filling. As in 
the case of wet mince meat, glucose, wormy fruit and benzoate of soda 
are frequent admixtures and true meat is often omitted entirely. Wheat 
or rye flour is a common adulterant. 

Examination of Mince Meat.—Meat and cereal flour may be identified 
by microscopic examination. Care should be taken not to confuse apple 
starch, which is always present in the immature fruit, with cereal starches. 
Meat fibers are recognized by their yellow brown color, the delicate trans- 
verse striations and their occurrence in bundles. 

Determinations of nitrogen are of service in estimating the amount 
of meat present. Glucose and sugar are calculated from the polarization 
readings. 

Pie Filling. Bakers and hotel cooks are supplied by manufacturers with 
filling prepared ready for use in pies. This material is shipped in pails or 
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tubs preserved with benzoate of soda, and may contain fruit of questionable 
quality as well as admixtures such as starch, glucose, and artificial colors. 

Maraschino Cherries.—This name has been applied indiscriminately 
to the vivid red preserved cherries used in cocktails, punches, ice cream 
and confectionery. Investigation by the Board of Food and Drug 
Inspection has led to the decision * that only marasca cherries, preserved 
in true maraschino cordial prepared by fermentation and distillation 
from marasca cherries, are entitled to the name maraschino cherries, 
although cherries of other types preserved in pure maraschino cordial 
may be labelled: “Cherries in Maraschino.” Ordinary cherries preserved 
in syrup flavored with maraschino may be-so labelled, but if the flavoring 
is oil of bitter almonds or benzaldehyde the product should be labelled 
as an imitation if the word maraschino is used. 

Enormous quantities of white cherries of the Bigarreau or Royal 
Anne type, preserved in a mixture of sulphurous acid and brine, are 
brought into the United States from Europe and transformed into red 
“‘Maraschino cherries” or green “‘Créme de menthe cherries.” After 
removal of the sulphurous acid and brine the cherries are put through a 
dye bath and then, being quite without taste, are flavored with oil of bitter 
almond or benzaldehyde, or else peppermint, and packed in syrup. 
Scarcely more than the cellular structure of the original cherry remains, 
the fruit juice with its sugars, acids, and true cherry flavor being replaced 
by the syrup with its sickening flavor and aroma. Even if flavored with 
true maraschino the metamorphoses through which the fruit passes leave 
it a sorry substitute for the natural cherry. 

Woodman and Davis f have shown that true maraschino contains 
very little benzaldehyde and that cherries flavored with maraschino 
should not contain more than two or three times as many milligrams of 
benzaldehyde per too cc. as there are grams of alcohol in that volume, 
and those containing over 20 mg. of benzaldehyde but no alcohol are 
evidently entirely artificial. 

Artificial colors, sulphurous acid and other preservatives are detected 
by the methods given in the chapters on colors and perservatives, benzalde- 
hyde by the following method: 

Determination of Benzaldehyde in Maraschino Cherries.—Woodman 
and Davis Method.t—Reagent—Mix 3 cc. of glacial acetic acid with 
oe OAT Ei 


* Food Inspection Decision 141. 
} Jour. Ind. Eng. Chem., 4, 1912, p. 588. 
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40 cc. of water, add 2 cc. of C.P. phenyl hydrazine, as near colorless as 
possible, shake thoroughly, and filter the emulsion through several thick- 
nesses of filter-paper. The clear filtrate should be used immediately 
as a turbidity appears on standing longer than five minutes. 

Process.—Dilute too cc. of the liquor from maraschino cherries (or 
50 cc. of maraschino liqueur) to r4o cc. and distill off rrocc. Determine 
approximately the alcohol in the distillate by the pycnometer or immersion 
refractometer, then without delay transfer too cc. to a 300 cc. Erlenmeyer 
flask and add alcohol or water so that the solution shall contain approx- 
imately 10% of alcohol. Add to cc. of the reagent, stopper tightly with a 
rubber stopper, and shake vigorously for ten minutes. Collect the precipi- 
tate in a tared Gooch crucible, wash with cold water and finally with about 
to cc. of 10% alcohol. Dry in a vacuum desiccator for 20-24 hours at 
about 20 cm. pressure, or in a vacuum oven at 70-80° C. for 3 hours. 
Throughout the process avoid exposure of the precipitate to strong light. 

Run a blank determination at the same time and deduct the weight 
obtained from that found in the actual analysis. Multiply the corrected 
weight of the precipitate by 0.5411, thus obtaining the weight of benzalde- 
hyde. 


JAMS AND JELLIES. 


Jams or marmalades are prepared from the pulp of fruits, and jellies 
from the fruit juices. Both jams and jellies, to be considered of the highest 
degree of purity, should contain nothing but the fruit pulp or juice named 
on the label, mixed with pure cane sugar, and, in the case of jams, the 
further addition of spices and flavoring materials is permissible. 

For the manufacture of jam, apples, quinces, and pears are peeled, 
freed from cores, and sliced; berries are simply stemmed; and stone fruits, 
such as peaches and apricots, are peeled, and freed from stones. The 
material, properly prepared, is cooked with as much water as is necessary 
for boiling, and with the addition of an amount of sugar varying with 
different manufacturers. Some prefer to use equal parts of sugar and 
fruit, others one part sugar to two parts fruit. 

In the case of jelly, the fruit is cooked in a small amount of water 
till soft, transferred to a bag or press, and the juice allowed to flow out 
spontaneously, or is squeezed out under pressure, according to the grade 
of jelly desired, the clearest and finest varieties being made from the 
juice that flows out naturally. This juice is then evaporated down with 
the addition of sugar to a density of from 30° to 32° Bé., which is of the 
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proper consistency to form a perfect jelly product after cooling, and, while 
still hot, is poured into the tumblers in which it is to be kept. Here, as 
in the case of jams, the amount of sugar varies, some using pound for 
pound, and others only half as much sugar as fruit. Some manufacturers 
clarify their jellies by mixing with the juice, while boiling, elutriated 
chalk, using a teaspoonful to each quart of juice. The impurities come 
to the surface with the chalk as a scum, and are skimmed off. This 
clarifying process is somewhat analogous to the defecation of sugar ju?ses 
with lime, and is commonly carried out with apple jelly. 

The ‘‘jellying”’ or gelatinizing of the final product is due to the presence 
in the fruit juice of pectin, or so-called vegetable jelly (C32H490284H20), 
formed by the hydrolysis of pectose. 

The high content of added sugar in jelly, once thought to be essential 
for keeping it, is now no longer considered necessary, and much less sugar 
is at present added than formerly. The finest grade of apple jelly, for 
instance, is made without any added sugar whatever. 

In making the better grades of apple jelly, apple juice fresh from the 
press is run directly into the boiler or evaporator before any fermentation 
has ensued, and gelatinized by concentration. If boiled cider is wanted 
instead of jelly, it is drawn off at an earlier stage than in the case of apple 
jelly. 

Composition of Known-purity Jellies and Jams.—In the tables on 
pages 992 and 993, due to Tolman, Munson, and Bigelow,* are given results 
reached in the examination of the pure finished products, as well as of pure 
fruit juices and pulp used in their manufac‘ure. 

Imitation Jams and Jellies.—Only a small percentage of the products 
sold in the United States belong in the same class with home-made jams 
and jellies consisting exclusively of the fruits in mixture with cane sugar. 
The cheap substitutes are made up largely of apple juice and commercial 
glucose, sometimes containing no fruit whatever of the kind specified on the 
label. Sometimes an attempt is made to imitate the flavor by the addition 
of artificial fruit essences, but more often the same apple-glucose stock 
mixture of jelly, put out under a particular brand, serves to masquerade 
as damson, strawberry, raspberry, currant, grape, etc., differing from each 
other only in color, but not as a rule in flavor. A variety of artificial 
colors are employed, mostly coal-tar dyes. To compensate for the lack 
of sweetness of the glucose, a minute quantity of one of the concentrated 


* Jour. Amer. Chem. Soc., 23, 1901, p. 349. 
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sweeteners, such as saccharin or dulcin, is sometimes added. Besides arti- 
ficial colors, antiseptic substances are occasionally used, especially sodium 
benzoate. 

All grades of apple stock are found in these preparations. A large 
source of supply is furnished by the parings and cores of canning estab- 
lishments, to say nothing of the refuse of these factories, such materials 
being boiled with water, and the extract, variously colored to imitate the 
different fruits, being evaporated with commercial glucose. 

Imitation Jellies—While it is easy to make an excellent apple jelly 
by simple evaporation of the pure apple juice, even without the addition 
of sugar, it is impossible, or at least difficult, to obtain the proper degree 
of stiffmess wi.h a mixture of apple stock and commercial glucose. It is 
customary, in the manufac:ure of cheap jellies, therefore, to employ 
what is technically termed a “ coagulator.”’ Formerly sulphuric acid, 
sometimes with addition of alum was used, but at present phosphoric 
acid is preferred. Citric or tartaric acid is also used for this purpose, 
as well as to increase the acidity. Less than 1% of acid will cause the 
mass to gelatinize satisfactorily. © 

The lowest grade of apple jelly is made from the exhausted pomace, 
left as a residue after pressing out the juice for cider. Such stock is com- 
monly mixed with water, and boiled down with glucose. Having been 
exhausted of its malic acid, pectose, and other soluble constituents, it 
lacks much of the flavor inherent in pure apple jelly. Various foreign 
gelatinizing agents are found in cheap jellies and preserves, such as 
starch, gelatin, and agar-agar. In the low-priced goods, starch paste 
has been employed. It should be remembered that starch exists in unripe 
apples, but hardly at all in the mature fruit, so that while mere traces of 
starch in jelly may be due to the use of green apples, its presence in large 
amounts is undoubted evidence of the admixture of starch paste. 

Imitation Jams.— Most of the cheap jams and bottled preserves 
sold on the market, though reinforced with apple stock, do in reality 
contain masses of fruii and berries of the kind stipulated on the label, as 
even a casual megascopic examination will show. That such low-priced 
preparations really contain genuine fruit pulp is not to be wondered at, 
when it is considered that much of the virtue of this fruit has sometimes 
been previously extracted by boiling, to produce fruit juices for higher- 
priced goods. Or, as in the case of jams containing strawberries, rasp- 
berries, and other small fruits with seeds, the juice is apt to have been 
previously expressed for pure jellies, while the residues are afterwards 
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worked up with apple stock for low-priced jams. Hence the presence of 
pure fruit stock, or genuine berry seeds and pulp in jams, is in itself no 
criterion of purity, and furthermore, it is unnecessary to use hay seed and 
other alleged foreign seeds as adulterants of cheap jam. 

Compound Goods.—Many states have a law legalizing the sale of 
“compound” goods, providing they are distinctly so labeled. In other 
states, as, for instance, Massachusetts, the label must plainly state the name 
and percentage of the ingredients. In either case the analyst must 
discriminate, in classifying the inferior or low-grade preparations, between 
those that are labeled in accordance with the law, and those that are not. 
Only those not properly labeled can in such cases be classed as adulter- 
ated within the meaning of the law. Where such a law prevails, probably 
no class of food-produc‘s is so extensively affected by it as the low-grade 
jams, preserves, and jellies. 

The restrictions as to labeling do not in all cases eliminate the element 
of deception. It is hardly justifiable, for example, to boldly label an 
alleged “currant jelly” which contains no currant, in the following man- 
ner: 


Bruits Juice. Ses, ea ares ceanere ere seein 25% 
Canesstigarieines cco tennis sic e. . eres 14% 
Comm syiupste ae --ttes cece e en a ererree 61% 

100% 


The use of the term “fruit juice” surely implies to the unsuspecting 
purchaser that so much pure currant juice has entered into the jelly, else- 
where labeled in large letters “Currant,” whereas all the juice is apple, 
and no currant juice has been used. 


The following label is a type of those which discriminate between pure 
fruit and apple juice: 


Pruite 5 cas oe ees tes een ee 30% 
Corisyrupy aie. cee eee eee 35% 
Granulated! stigar,.e2- eh aniaeeeeee 15% 
Apple juice a>. 0, sae see ee 20% 

100% 


Composition of Cheaper Grades.—Out of 66 samples of jellies, jams, 
and preserves analyzed by Winton, Langley, and Ogden in Connecticut, 
the samples being purchased in that state,* 17 samples contained starch 


* An. Rep. Conn. Exp. Sta., 1901, p. 130. 
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paste, 35 were artificially colored with coal-tar dyes, and 19 contained 
salicylic or benzoic acid. 

The following table has been compiled, showing the sugar content of 
some of the typical commercial jellies and jams analyzed in the laboratory 
of the Massachusetts State Board of Health. Nearly all of these were 
artificially colored, and found to contain little if any fruit, other than apple. 


Direct Invert Polarization. Per Cent 
Polanza] |), Per Cents Commer= 

tion. Sucrose. cial 

At202 Gs | sAti87°.C. Glucose. 

JELLY 
PAP ple maetetelcieielstercine tis cre siaterstcieiataret +64.0 + 28.0 =P OSO |e AO) 22.1 
Warrant Nene scciseioticicecste cones = eon + 20.0 + 36.4 6.9 223 
se Ba aiare alors iohaso[olatevaieictetete cs + 41.6 asGe0 + 40.8 59/ 25.0 
Gira Mere cieicmiaiaeiaislels,sie's sleisieieis-c) se rs; +62-.0 + 34.4 + 46.0 20.6 28.2 
IMGNET, sc hoashanonaconson asad sede +119-8 | +108.8 | +110.0 8.2 67.4 
DIRE NS asc ceqadcoscesooonosboce +114.0 | +107.6 | +110.0 4-9 67.4 
INSIDERS fo con eoseosoussaoRoootode CASS) || Ses Il CRO) | serie) 57-4 
JAM : 

IDAEON ies snoh coAngaogoDOUOGOGnSS + 107.0 +94.4 +58.1 Daw 35-6 
3 13 cop cconciodtosbocdbosce +95-2 +90.9 + 83.6 Rae Sane 

IN DOK) on Sone adanamacosaoos0000n6 +99-0 +93-5 +85.6 4.1 BO} Al 
QBINGS, sJ8g55h0 d60des os cceessocgs +49.6 | +43-6] +42.0 4.5 285) 

VAS DDETiya as sateen sterersinieiele leleistei=i= +123.6 | +119.2 | +102.5 2.6 62). 

es Iban soemoguotecdscncesés ii Onl eet OS +46.9 9-3 28.7 

of Cosscanadondoseosensscr +66.0] +29.5 Spee | fae 22.8 
DIDS Cc au do adtdaduecosaLosuae + 119.8 | +108.8 | -- 110.0 8.2 67.4 
Sila Ww Derbys Ne ses nieciania cies eissio see T4teo f2ta3 3230) || eks). 4) 20.0 
as lea Ganenaboosa be HamaCoS +83.6 7220 + 78.8 Sey, 48.3 


METHODS OF ANALYSIS. 


As in the case of canned goods, but little information is to be derived 
as to adulteration of jams, jellies, and preserves by the ordinary deter- 
minations of moisture, ash, and nitrogen, and these are rarely made by 
the public analyst. 

- Of considerable importance in this regard, however, are the sugar 
determinations, made with a view to ascertaining the varieties of sugar 
employed, as well as their approximate proportion in the products examined. 
Still more important are the results of tests for preservatives, dyes, for- 
eign gelatinous substances, and mineral acids used as coagulators. 

Preparation of the Sample.—In the case of jams, marmalades, and 
preserves, separate and weigh the stones, if present, then thoroughly pulp 
the sample. In the case of jellies rub the sample through a sieve. Stir 
well before weighing out the portions for analysis. 
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Determination of Total Solids—Weigh 4 to 5 grams of the sample 
into a large flat-bottomed dish (preferably of platinum) containing from 
4 to 5 grams of ignited asbestos and add enough water to uniformly 
distribute the material. LEvaporate to dryness and dry for from twenty 
to twenty-four hours in a boiling water-oven. 

The results by this method are not strictly accurate owing to the 
dehydration of levulose, but for practical purposes they are sufficiently 
close. If extreme accuracy is required dry im vacuo at 70° or in a McGill 
oven (page 609). 

The solids in a jelly may also be calculated from the specific gravity. 

Determination of Ash.—Burn the residue from the determination of 
solids, or else a néw portion, in a platinum dish at dull redness. 

Alkalinity of ash is determined as described for insoluble ash in maple 
products (page 657). 

Chlorides and Sulphates are detected in the ash by the usual tests. 
If the portion used for determination of alkalinity is also to be used for 
the chlorine test the titration must be made with fifth-normal nitric acid. 

The presence of chlorides is an indication of glucose, as pure fruit 
products do not contain appreciable amounts of chlorine compounds. 

Determination of Insoluble Solids.—Kremla Method.*—Thoroughly 
macerate 50 grams of the sample in a mortar with warm water, then 
transfer to a filter and wash thoroughly with warm water, stirring well 
after each addition. Wash up to 500 cc., or in extreme cases up to Ioo0 cc., 
remove the insoluble solids to a dish, dry in a boiling water-oven, and 
weigh. Kremla employed a coarse filter paper for collecting the insoluble 
solids; Munson and Tolman ft found muslin more satisfactory. 

Reserve the filtrate for determinations of soluble constituents. 

German Official Method.{—Transfer a weighed portion of the sample 
to a graduated flask, add water, shake thoroughly and make up to volume. 
Allow to settle and either filter or decant off the supernatant liquid. Deter- 
mine the soluble solids by evaporating and drying an aliquot. The insoluble 
solids are obtained by subtracting the soluble from the total solids. 

Determination of Acidity—Dilute an aliquot of the solution from 
the insoluble solids of a jam or of a solution of a jelly and titrate with 
standard alkali. Use phenolphthalein as indicator if the color of the 


*Zeits. Nahr. Hyg. Waar., 6, 1892, p. 483. 
{U.S Dept. of Agric., Bur. of Chem., Bul. 6s, 1902, p. 76; Bul. 66 rev., p. 13. 
} Vereinb. Unters. Beurt. Nahr. Genussm. deutsch. Reich., 2, p. 105. 


VEGETABLE AND FRUIT PRODUCTS. 997 


solution will permit, otherwise use litmus paper. Calculate the result 
as sulphuric acid or as the organic acid known to predominate (see page 
1008). 

Some of the methods for the determination of individual acids in fruit 
juices (pages 1008 and 1009) are applicable to jams and jellies, but the 
analyst will do well to test their accuracy on mixtures of known composi- 
tion, especially if substances other than fruit and sugar are present. 

Determination of Protein.—Determine nitrogen in 5 grams of the 
material by the Kjeldahl or Gunning method and calculate protein, using 
the factor 6.25. 

Determination of Sugars.—In products of the highest grade, wherein 
only cane sugar is employed, a large portion of the cane sugar is inverted 
in the process of boiling the jam or jelly, so that when the analyst exam- 
ines it, he finds, as a rule, only a small amount of sucrose, and considerable 
invert sugar. The amount of cane sugar equivalent to the invert sugar 
may be calculated if this is thought desirable. It is further of interest to 
calculate, at least approximately, the percentage of commercial glucose, 
when present, especially in cases where the package contains a formula 
setting forth the amount of the various ingredients used. In such cases the 
analyst is naturally called upon to verify the formula, since a wide varia- 
tion in percentage composition from the statement on the label would 
constitute an offense under same state laws. 

Polarization.—Use half the normal weight of the preserve or jelly for 
the Schmidt and Haensch instrument, namely 13 grams in Ioo cc. If 
fresh fruit or fruit juice is to be examined, use the full normal weight, 
26 grams. Clarify, before making up to the mark, with subacetate of 
lead and alumina cream (using 2 to 3 cc. of each clarifier), filter, and 
obtain the direct reading; then invert in the usual manner, and obtain 
the invert readings at 20° C., and in the water-jacketed tube at 87° C., 
proceeding in detail as directed under honey, page 671. 

Calculation of Sugars.—Sucrose is determined by using the Clerget- 
Herzfeld formula: 

_ (a—b)t00 


S ne Pe Reaiteee is Shi act: CZ) 
142.66 —— 
2 


This represents the sucrose actually present as such in the preserve 
or jelly, and not the amount originally used. If the latter (S’) is desired, 
it may be roughly calculated by the following formula: 
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ipa Lay aes aceemnee 2a 


t 


The results by this formula are too high, since part of the invert sugar 
was a natural constituent of the fruit. 

If, after inversion, the correct reading at 20° is found to be 12 or more 
to the left of the zero, it can be safely inferred that no appreciable amount 
of commercial glucose is present, and it is unnecessary to make a third 
reading at 87°, unless to confirm the fact. In such a case, with cane sugar 
alone present, the reading at 87° will not, of course, vary much from zero. 

Invert Sugar.—In the absence of commercial glucose, the invert sugar 
is calculated as follows: 


Tnvert epat cn nee eee 


Rererechc 
42.66 —— 
2 


or it may be determined directly from the copper reducing power. 

Any decided reading above zero at 87° is due to the presence of com- 
mercial glucose, and when the latter is present, it is impossible to deter- 
mine the invert sugar from the copper reduction or by formula No. 3. 
The following formula is proposed for calculating approximately the 
invert sugar from the polarization, in the presence of commercial glucose. 
While theoretically correct, the method is subject to practical limitations, 
which admit of only roughly approximate results in such mixtures as jelly 
or jam. It is perfectly accurate only in mixtures of sucrose, glucose, and 
invert sugar. 

Gee due to glucose ae) es ee ) 


inverted sucrose at 7° ati 


5, +5" __f105.3. (4) 
= (42.66 -1) 


These formulas, (3) and (4), serve at best to indicate the approximate 
amount of invert sugar present in the sample, resulting from the inversion 
of a portion of the original sucrose in the natural process of manufacture 
of the jam or jelly, and not the total invert sugar resulting from the inver- 
sion by the analyst of all the sucrose. 

The factor 105.3 is used, since, in the natural process of inversion, 100 
parts of sucrose become 105.3 parts of invert sugar. 

Example—The invert sugar in the sample of apple jelly first on the 
list in the table on page 995 is calculated as follows: 


Invert sugar = 
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Invert reading at ¢° (20°) = 28.0. 
Reading due to glucose at 20°=.221 X175 = 38.68. 
Reading due to inverted sucrose at 20°=.268 X —34= —9.II. 
(38:63 —9.11) —28 
Se 
= 5.70%. 


Determination of Reducing Sugar.—Proceed as described on page 982. 

Commercial Glucose.—While it is impossible to determine the exact 
percentage of this substance in preserves and jellies, by reason of the 
varying composition of its component parts, it is quite feasible to approx- 
imate very closely to the amount present. Indeed, this approximate 
method of calculation, wherein glucose is treated as a chemical entity, 
has been found in practice to be much more close to the actual truth 
than results gained by methods wherein the copper-reducing power enters 
as a factor, or methods for determining separately dextrin, maltose, and 
dextrose. Calculate the commercial glucose in jellies and jams exactly 
as in the case of honey, page 673. 

Detection of Dextrin.*—Add alcohol to a somewhat thick solution of the 
fruit product. A white turbidity is at once apparent, followed by the for- 
mation of a thick gummy precipitate if dextrin is present. In the absence 
of dextrin there is no turbidity, but a light flocculent precipitate. 

Determination of Dextrin.— Bigelow and McElroy Method.t—Dissolve 
to grams of the sample in a too-cc. graduated flask, add 20 mg. of potas- 
sium fluoride, and then about one-quarter of a cake of compressed yeast. 
Allow the fermentation to proceed below 25° C. for two or three hours to 
prevent excessive foaming, and then place in an incubator at a temperature 
of from 27° to 30° C. for five days. At the end of that time clarify with 
lead subacetate and alumina cream; make up to too cc. and polarize in a 
2oo-mm. tube. A pure fruit jelly will show a rotation of not more than a 
few tenths of a degree either to the right or to the left. If a Schmidt and 
Haensch polariscope be used, and a 10% solution be polarized in a 
200-mm. tube, the number of degrees read on the sugar scale of the instru- 
ment, multiplied by 0.8755, will give the percentage of dextrin, or the fol- 
lowing formula may be used: 


Invert sugar = 


CxX1000 XV 


; Percentage of dextrin= ToBKLXW 


*U_ S. Dept. of Agric., Bur. of Chem., Bul. 65, p. 78. 
t Jour. Amer. Chem. Soc., 15, 1893, p. 668. 
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in which 
C=degrees of circular rotation; 
V =volume in cubic centimeters of solution polarized; 
L=length of tube in centimeters; 
W =weight of sample in solution in grams. 


Determination of Crude Pectin (Alcohol Precipitate)—Munson and 
Tolman Method.*—Evaporate 100 cc. of a 20% solution of jelly, or 
200 cc. of the washings from the determination of insoluble solids of 
a jam, to 20 cc.; add slowly and with constant stirring 200 cc. of 95% 
alcohol and allow the mixture to stand overnight. Filter and wash 
with 80% alcohol by volume. Wash this precipitate off the filter paper 
with hot water into a platinum dish; evaporate to dryness; dry at 100° C. 
for several hours and weigh; then burn off the organic matter and weigh 
the residue as ash. The loss in weight upon ignition is called alcohol 
precipitate. 

The ash should be largely lime and not more than 5% of the total 
weight of the alcohol precipitate. If it is larger than this some of the 
salts of the organic acids have been brought down. ‘Titrate the water- 
soluble portion of this ash with tenth-normal acid, as any potassium 
bitartrate precipitated by the alcohol can thus be estimated. 

The general appearance of the alcohol precipitate is one of the best 
indications as to the presence of glucose and dextrin. Upon the addition 
of alcohol to a pure fruit product a flocculent precipitate is formed with 
no turbidity while in the presence of glucose a white turbidity appears 
at once upon adding the alcohol, and a thick, gummy precipitate forms. 
Since the precipitate in the latter case consists in part of substances other 
than pectin bodies the results should be stated as representing “ alcohol 
precipitate ” and not “ pectin.” 

German Method.t—This method, designed for juices, may also be used 
for jams and jellies. It differs from the Munson and Tolman method 
chiefly in that a smaller proportion of alcohol is used and a correction is* 
introduced for protein. 

Detection of Coloring Matter—Boil white woolen cloth or worsted 
in a solution of the jelly or jam, acidified with hydrochloric acid, or with 
acid sulphate of potassium, according to Arata’s method and test for 


*U.S. Dept. of Agric., Bur. of Chem., Bul. 65, 1902, p. 79; Bul. 66 TeV., Ps 21. 
t Koenig, Chemie d. mensch. Nahr. u. Genussm. III, 2, 1914, p. 891. 
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the color on the dyed fabric by methods given in detail in Chapter XVII. 
Apply also the general methods described in that chapter. 

Detection of Preservatives and Concentrated Sweeteners.—Extract an 
acid aqueous solution of the fruit product with ether or chloroform in 
a separatory funnel, and test for benzoic and salicylic acids and for sac- 
charin in the ether extract. If dulcin is suspected, extract with acetic 
ether. 

Detection of Starch.t—Heat an aqueous solution of the preserve 
or jelly nearly to the boiling point, and decolorize by the addition of several 
cubic centimeters of dilute sulphuric acid and afterwards permanganate 
cf potassium. This treatment does not affect the starch, which is tested 
for with iodine in the ordinary manner in the solution after cooling. In 
-he clear filtrate from a boiled apple pulp solution, free from added starch, 
li:tle or no darkening should occur on the addition of the iodine reagent. 
If, however, the reagent is added to the residue of the previously boiled 
pulp, the presence of starch inherent in the apple is usually recognized 
by the blue color produced thereon. 

The presence of any considerable added starch paste in a fruit prepa- 
ration is thus readily indicated by an intense blue color obtained by adding 
the iodine reagent to the filtrate (free from fruit pulp). 

Detection of Gelatin.—Robin’s Method.{—Add to a thick aqueous 
solution of the preserve or jelly sufficient strong alcohol to precipitate 
the gelatin. Decant the supernatant liquid after settling, set aside part 
of the precipitate, and dissolve the remainder in water. Divide the latter 
solution in two parts, to one of which add, drop by drop, a fresh solution 
of tannin, which precipitates gelatin if present. To the remainder add 
picric acid solution, which in presence of gelatin forms a yellow precip- 
itate. The portion of the yellow precipitate set aside is transferred to 
a test tube, and heated over the flame with a little quicklime. If gelatin 
is present, ammonia will be given off, apparent by the odor, and by fumes 
of ammonium chloride when a drop of hydrochloric acid on a glass rod 
is held at the mouth of the bottle. 

Leffmann and Beam’s Method.t{—Boil the sample with water, filter, 
and boil the filtrate with an excess of potassium bichromate. Cool, and 
add a few drops of sulphuric acid. A flocculent precipitate indicates 


gelatin. 


* U.S. Dept. of Agric., Bur. of Chem., Bul. 65, p. 81. 
¢ Girard, Analyse des Matiéres Alimentaires, p. 676. 
$ Select Methods of Food Analysis, p. 324. 
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Detection of Agar Agar.*—The jelly is heated with 5% sulphuric 
acid, a little potassium permanganate is added, and, after settling, the 
sediment is examined by the microscope for diatoms, which will be found 
in large numbers if agar agar has been used. 

Detection of Apple Pulp.—A distinct clue to the presence of apple 
pulp in fruit preparations is often furnished by the characteristic apple 
odor given off when a small amount of the sample is heated to boiling 
with water in a test tube. Under such conditions, the apple odor is quite 
apparent, as distinguished from that of other fruits, especially if the 
apple is the chief fruit present, or predominates in the mixture. 

Apple pulp in fruit preserves, free from added starch, may usually 
be recognized by a microscopical examination, using iodine reagent. 
The cell contents of the pulp will show the characteristic blue color, 
undoubtedly due to portions of unconverted starch still remaining in 
them. 
Detection of Fruit Tissues under the Microscope. Certaia of the 
common fruits are readily identified in jams by their microscopic char- 
acters. This is especially true of most of the small fruits, the skins, 
styles and seeds being more or less characteristic: in structure. 

The apple differs from the quince and pear in that stone cells are lack- 
ing; the starch of the green fruit is noteworthy. Peaches, plums and 
apricots, while possessing skins and stone peculiar to each, when pared 
and freed from stones are much alike in structure. Pineapples have 
peculiar needle-shaped crystals. Figs are identified by the “ seeds” 
and hairs. Citrus fruits are remarkable because of the oil cavities and 
spongy parenchyma. Fragments of elements of the skins and cores of 
fruits, although pared and cored before preparation, find their way into 
the finished products, furnishing evidence to the microscopist. The seeds 
of berries are highly characteristic. 


DRIED FRUITS. 


Desiccation is the oldest and in some respects the most satisfactory 
method of preserving fruits. It is an economical method, as the apparatus 
and the process are simple, especially if the sun’s heat is utilized for the 
evaporation; furthermore, the cost of the containers is small and the 
compact form of the product reduces the cost for transportation and storage 


* Marpmann, Zeit. f. angew. Mikrosk., 1896, p. 260; U.S. Dept. of Agric., Bur. of 
Chem., Bul. 65, p. 81. 
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to the minimum. From the sanitary standpoint dried fruit has certain 
advantages, notably the freedom from metallic impurities from the con- 
tainers; on the other hand, great care is required to protect the material 
during drying and handling from surface contamination. 

Xanti currants as well as raisins are dried grapes of certain European 
varieties. These, together with figs and dates, although produced in 
California and the Southern States, are imported into the United States 
in enormous quantities from the regions adjoining the Mediterranean. 
Apples, prunes, apricots, peaches, and cherries, on the other hand, are 
produced in the United States in quantities not only sufficient for domestic 
needs but also for export. 

California fruits, such as raisins, prunes, apricots, peaches, and pears 
are sun-dried, as are also raisins, figs, dates and other fruits produced 
about the Mediterranean. Apples are commonly dried in the United 
States by artificial heat, although the old process of sun drying is still 
practiced on a small scale in certain regions. 

Treatment with Lye.—Preliminary to drying certain fruits, such as 
raisins and prunes, are often dipped in a hot but weak solution of potash; 
which removes the bloom and otherwise acts on the skin, thus facilitating 
drying. Oil is also used with the lye in preparing “‘ oil-dipped ”’ Smyrna 
raisins. These methods of treatment are quite distinct from the lye- 
peeling process employed in preparing peaches, apricots, and some other 
fruits for canning. 

Sulphuring of Fruit.—The treatment of fruits mae the fumes of burning 
sulphur is practiced not only to bleach and prevent discoloration, but also 
to ward off the attacks of insects, fungi, and bacteria. It is allowed with 
restrictions in most European countries and also, pending further inves- 
tigation, in the United States, provided the amount of sulphur dioxide 
remaining in the fruit does not exceed 350 mg. per kilo, of which not more 
than 70 mg. is free sulphurous acid.* 

There is reason to believe that the sulphur dioxide exists in dried 
fruits in combination largely, if not wholly, with sugar, although possibly 
to some extent, as in wines, with acetaldehyde, or even with protein and 
cellulose. 

Sulphuring when used for purposes of deception, as for example in 
rejuvenating old or damaged stock or when used in excessive amount, is 
obviously improper. Analyses by government chemists show that when 


* U.S. Dept. of Agric., Off. of Sec., Food Inspection Decision 76. 
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no restrictions were placed on sulphuring as high as 3072 mg. per kilo 
were present in dried peaches, 2842 mg. in California apricots and 1738 mg. 
in evaporated apples. 

Moisture Content of Dried Fruits.—An excessive amount of moisture 
in dried fruit is not only a worthless make-weight, but also facilitates the 
growth of molds and bacteria, causing rapid deterioration. In 1904 a law 
was passed in New York State requiring that dried apples contain not 
above 27% of moisture, determined by drying four hours at the temperature 
of boiling water. 

Wormy and Decomposed Dried Fruits.—Figs, dates, and currants 
from Europe, also dried apples, cherries, and other fruits of domestic 
production often are infected with worms or are in a moldy or fermented 
condition due to careless drying or packing. Under the federal law such 
“filthy, decomposed or putrid ” fruit is adulterated. 

Zinc in Dried Fruit.—Apples dried in contact with galvanized iron 
trays may contain o.o1 to 0.02%, or in extreme cases, according to 
Loock, 0.09% of zinc as malate. This contamination may be avoided 
by greasing the trays, covering them with greased cloths, or using wooden 
trays. 


FRUIT JUICES. 


Such preparations, if of the highest purity, should consist of the un- 
diluted juices of these fruits, separated by pressure and carefully ster- 
ilized and bottled. They should contain no other fruit juice than that 
specified on their labels, and should be free from alcohol, added antisep- 
tics, or coloring matter, unless the label specifies the presence of the added 
foreign materials. The addition of pure cane sugar to such prepara- 
tions as grape juice is allowable if declared, as well as charging with carbon 
dioxide to form so-called carbonated drinks. 

Composition of Fruit Juices— Analyses of various fruit juices, 
pressed out in the laboratory, by Munson and Tolman are given on 
page 992. 

The following analyses of pure fruit juices are taken from tables pre- 
pared by Winton, Ogden, and Mitchell, showing results on samples pur- 
chased in the Connecticut market, as well as on some samples made in 
the laboratory :* 


ct ee eee 


* Conn. Agric. Exp. Sta. Rep., 1899, p. 136. 
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(Acids Polarization. 
Other 
Solids. | than | Cane | Invert 
COs as | Sugar. | Sugar. After |Temper-| Invert 
Citric. Direct. | Inver- | ature | Reading 
sion, C. at 86°C. 
COMMERCIAL FRUIT 
JUICES, 
Blackberry... esc <- Saeed || s05 0.0 4.6 186} |) Sc || 2OCo 
(Cherrys aaaj- <1 oe + <5! 14.33 | 0-80 0.0 6.5 SSO) Sadao) || 20x) 
Blackcurrant]... -..- LOROG ME 2a Aa 0.0 Q-2 Keil i oe | BOLO 
Redicurrant... 22.2. - 7-58 | 2-09 0.0 7a =Har, || Hsu || Bio 
(Grape acces co ac = 15-29 | 0-91 0.0 see SOG | SOR || Agee | sexe) 
HOIMCRTEARIt tere es ate ae, 7-79) | O250 0.0 0.0 0.0 0.0 
Oranvesstnicoe. o- one T2720 2eA4 0.0 Hot ==736 || weit || BAS 
Pineapple <tc see. oe 8.07 | 0.81 eS Geer ©7005 2.0) | 2050 
PETIT eye eect soyovecsercis = 10.81 | I-00 0.0 0.3 S=On8 | SOot || Adue 
MINCE ocie ats Seieeiaa.c I0.4I | 0.99 0.0 see —— 5 OMl aS sOul2s2O ul —2. 2 
Black raspberry...... S47 T2360 0.0 4.8 —2=3 | —2.3 | 26.0 
Sila WDEITYA© coerce os 3: 5-69 | 0.99 0.0 Ged Sis || Sas | Aone 
MADE IN LABORA- 
TORY. 

Peachiwee ass sc0s0s - 12570) (O.05 5-4 Zar 4-8 | —2.2 | 28.0 0.0 
Red'raspberry:.-.-..- O-4E | eek sto 0.8 8.6 | —1.6 | —2.8]| 26.0 0.0 
Blackberry, </s.s::2 <3 S204 al eatin 22: 0.0 8.7 —2.4 | —2.4 | 30.0 0.0 
Huckleberry.) - + .< «.- E240] 0251 0.6 oe —4.0 | —4.8 | 30.9 | —1.0 
Pineapple ec. sce. > 13-90 | 0.68 7-4 g-1 4-7 | —4-8 | 28.0 | —o.8 


Grape Juice.—Following are the averages of analyses of grape juice 
made from European varieties of grapes reported by Bioletti and dal Piaz:* 


Solids Acidity 
pate A Cale. eee ee Preein nes ras 
Alcohol. : ugar. as tile F fo) sh. | phoric 
em ive am | Bare | Acid. | 8 | Tartar. Acid. 

Tav- fara Acid. 
ity. aric. 
Made in— 

ANUR DEW... 6 Jota cones none | 21.62 | 19.62] 0.78 | 0.01 | 0.03 | 0.61 | 0.37 | 0.02 
Waliformiaier. sus: none | 20.60] 19.15 | 0.53 | 0.03 | 0.07 | 0.59 | 0.19 | 0.04 


The table given below, summarized from tables by Hartmann and 
Tolman,+ shows the maximum, minimum, and average of analyses of 
93 samples of commercial grape juice obtained under supervision at five 
factories in New York state and one in Ohio during the years 1912, 1913, 


and 1914. 


* Cal. Agr. Exp. Sta., Bul. 130, 1900. 
{ U. S. Dept. of Agric., Bul. 656, 1918. 
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| Ce. N/1o Acid 
Grams per I00 cc. per 100 cc. 
Alcohol } 
Vol. «4: Free Tannin _ | Alka- 
per Sugars ey cate and Free | Cream and tere linity 
Cent.* : Cale. SCA Con-aiaebar of Ash. | C2l°r- | water- Water- 
Solids.t as a bined | taric Tar- ess ing se in- 
Tar- |Tartaric| Acid. | tar. Mat- | Soluble | coluble 
tavertt| taric.§ | Aeid I ter.#* | ASH. | “Ash, 
Max.....| 0.37 | 20.781 17.53 | 1.28 | r.0r | 0.36 | 0.79 | 0.37 | 0.37 | 42.0) 8:8 
Ming... - 202) lT4.,20i 11252] O,Ot | O.50.| Onk2 | OnZOnNOn 22s NOnO7 ma letOnCm moat 
Aver..... O.12 || 18.33'| 15.31 | 1.01 | 0.74 | 0.23 | O-54 9,05 205150-24 2857 Ns ie 


*By immersion refractometer. 

+ Brix. : 

t Direct and invert polarization practically the same. 

§ Spotted into litmus solution. 

|| Total tartaric acid by Hartmann and Eoff method (p. 731). 
{ Calc. from total tartaric acid and cream of tartar (p. 732). 
** Lowenthal method. 


Sweet Cider.—The composition of pure, freshly expressed apple juice 
is shown by the following table of analyses by Browne: * 


Left- 
acon - Unde- fd preree 
Specific } Invert} Su- | Total ugar ree ter- otation 
erie Solids. Sagan crose. Sucen: i Nee Ash. oe ries 
sion. etc.). | 400 mm, 
Tube. 
Red astrachan. ....| 1.0532 | 12.78] 6.87 | 3.63] 10.50] 10.69] 1.14] 0.37] 0.77 22072 
Early harvest. ....| 1-0552| 13-29] 7-49| 3:97] 11-46] 11.67 | 0.90| 0.28] 0.65 24.32 
Yellow transparent.| 1.0502] 11-71 | 8.03] 2.10| 10.14] 10.24] 0.86] 0.27] 0.44 
Sweet bough.....- T0408 | 11-87)|'7 262) 3208) 1009) TOLS5) | (O- 10) leer 39-40 
Baldwin, green. ...| 1.0488] 11-36] 6.96] 1-63] 8-59| 8-68] 1-24] 0.31] 1-22 36.16 
ce Tipe. =. .-|| 10730 £6.62). 07} 7-O5)| ee 02) he aolos0 710220) NOno 
Deny avis.eecce ert 1.0539| 12-77] 7-11 | 3-85 | 10.96] 11.16] 0.46| 0.28] 1.07 | 49.00 


Determination of sugars in the juice of 15 American and 5 French 
varieties of apples made by Eoff + showed that in every instance the amount 
of levulose exceeded that of dextrose and sucrose combined. 

Bottled sweet cider, properly sterilized, should not differ materially 
from the fresh juice, and should contain no considerable amount of alcohol. 

Salicylic acid, sodium benzoate and sodium or calcium bisulphite 
have been extensively used as preservatives. Benzoate is still used to some 
extent. d 

Lime or Lemon Juice.—The juice of both the lime and the lemon is 


known commercially as lime juice and the Canadian standard goes so far 
ea 


* Penn. Dept. Agric., Bul. 58, p. 29. 
t Jour. Ind. Eng. Chem., 9, 1917, p. 587 
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as to recognize “various species” of Cztrus. In former editions of the 
U. S. Pharmacopceia C. limonum was specified and the product known as 
lemon juice was required to conform to the following: Specific gravity 
at 15° C. at least 1.030, citric acid about 7%, and ash not more than 0.5%. 
In the 9th decimal revision neither lemon nor lime juice is given. 

The table below shows the range in composition of 4o samples classed 
by McGill * as genuine, together with the Canadian limits fixed by Order of 
Council, Jan. 28, 1915. Many of the samples were preserved with benzoic, 
salicylic, or sulphurous acid. 


COMPOSITION OF LIME JUICE (M¢Gitr) 


oe Total Neidity. Calon |e oation ta 
20° C olids. as Citric. Tube, ° V. 
Genuine lime juice: 
IN Ghralenii heals 8) Seon att ckaay AIR 1.0531 12.12 10.18 +0.6 
iY DTVTUT INTE My ie tol -anecte aoe Be a EL.O305 7.70 6.93 —2.2 
Canadian limits 
IW Ehabrenstecles Seren y Ae me eae citoy ey gs Ae ee ey +0.5 
VET TINUE Becreteesc rots erent e coe et one I.030 8.00 7.00 —1.0 


Samples examined in previous years at the laboratory of Inland Revenue, 
Canada, and at the Mass. State Board of Health were often found to be 
watered, preserved with salicylic, benzoic, or sulphurous acid, artificially 
colored, or otherwise sophisticated. One sample, examined by Leach 
purporting to be “‘ pure West Indian lime juice, triple refined,” proved to 
be a mixture of hydrochloric and salicylic acids, colored with a coal-tar 
dye, and containing no lime juice whatever. 


METHODS OF ANALYSIS. 
Total Solids, Total Nitrogen, Ash, and Sugars are determined by the 
methods employed for jams and jellies (pp. 995 to 1002), Solubility and 
Alkalinity of the Ash and Phosphoric Acid as described in the chapter 


on vinegar (p. 795). 

Colors and Preservatives are detected and craigs as described 
in Chapters XVII and XVIII. 

Total Acidity.—Titrate 10 grams of the juice, diluted to 250 cc. with 
freshly boiled water, with tenth-normal alkali. Use phenolphthalein as 


* Lab. Inl. Rev. Dept., Bul. 321, 1916. 
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indicator if the color of the juice will permit, otherwise delicate litmus paper. 
Calculate either as sulphuric acid or as the organic acid known to pre- 
dominate. 

One cc. of tenth-normal alkali is equivalent to 0.0075 gram tartaric 
acid, 0.0067 gram malic acid and 0.0064 gram citric acid. 

Determination of Total Tartaric Acid.—Proceed as directed for wine, 
p- 731, using only 50 cc. of the sample diluted to too cc. and adding 20 
instead of 15 cc. of alcohol. 

Determination of Malic Acid.—Dunbar and Bacon Method.*—Dilute 
a weighed or measured amount of the fruit juice, usually 10 grams, with 
quite a large volume of water, add phenolphthalein, and titrate with 
standard alkali to a decided pink color. Weigh or measure another 
portion of the liquid (75 grams or cc. is a convenient amount) into a I00-cc. 
graduated flask, and add enough standard alkali, calculated from the 
’ above titration, to neutralize the acidity. A slight excess of alkali is not 
objectionable. If the solution is dark colored, add 5 or to cc. of alumina 
cream. Dilute to the mark, mix thoroughly, and filter if necessary through 
a folded filter. 

Treat about 25 cc. of the filtrate with enough powdered uranyl acetate 
so that a small amount remains undissolved after two hours, 2.5 grams 
usually being sufficient, except in the presence of large amounts of malic 
acid. In case all the uranium salt dissolves more should be added. Allow 
to stand for two hours, shaking frequently, filter through a folded filter 
until clear and polarize if possible in a 200-mm. tube or, if too dark, in 
a Ioo- or 50-mm. tube. Designate this solution and reading as A. 

Treat the remainder of the original filtrate with powdered normal 
lead acetate until the precipitation is just complete, avoiding a large excess 
and consequent solution of lead malate. Cool in an ice bath and filter 
through a folded filter until clear. Warm the filtrate to room temperature 
and add a small crystal of lead acetate. If no precipitate forms, remove 
the excess of lead with anhydrous sodium sulphate, filter until clear, and 
polarize. Designate this solution and its polarization reading as B. 
Solutions which are sufficiently clear and contain less than 10% of sugar 
may be polarized directly without treatment with lead acetate. 

If reading B is negative treat a portion of solution B with uranyl acetate 
in the manner already described and polarize. Designate this as C. 
If reading B is positive, reading C need not be made. 


*U.S. Dept. of Agric., Bur. of Chem.. Cire.76. Jour. Ind. Eng. Chem., 3, 1911, p. 826. 
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Polarize all solutions at a uniform room temperature with white light, 
using the average of at least six readings and calculating to the basis of a 
200-mm, tube. If reading C is numerically less than reading B, the latter 
should be discarded; otherwise use reading B in the subsequent calcula- 
tion. Multiply the algebraic difference between this reading and reading 
A by 0.036, the product being the percentage of malic acid Cee) 
in the solution as polarized. 

Pratt's Modification.*—Place a weighed amount of juice, eee 
100 grams, in a s5oo-cc. beaker and add, with vigorous stirring, two or 
three times its volume of 95% alcohol. The pectin bodies are precipitated 
and usually in such a form that after standing a few minutes they may be 
gathered into a coherent mass. Decant the liquid through a filter and wash 
the precipitate twice with 95% alcohol. Evaporate the filtrate in a cur- 
rent of air on the water-bath to about 75 cc. After cooling make up to 
1oo cc. in.a measured flask, using Io to. 15 cc. of 95% alcohol and dis- 
tilled water. The temperature when the volume is finally made up to 
the mark should be close to that at which the polariscope readings are to 
be taken. Treat this solution exactly as in the original method, except 
that no clarification is necessary. 

Determination of Citric Acid.—Pratt Method.t-—This method is 
applicable in the presence of malic and tartaric acids, but according to Bige- 
low and Dunbar { does not give accurate quantitative results although 
it serves to show the presence or absence of citric acid. Willaman’s modi- 
fication § is designed to correct the defects of the method but has not yet 
been rigidly tested. Dunbar and Lepper || recommend the Stahre-Kunz 
method. The original Pratt method is here given pending further improve- 
ment or the introduction of a better method. 

1. Apparatus.—This consists of a 5oo-cc. distilling flask provided 
with a small dropping funnel drawn down to a small opening and pro- 
truding 4 inch below the stopper. In the flask is placed a glass rod with 
a piece of:small tubing 4 inch long, sealed on the lower end to insure steady 
ebullition. This small tube should be filled with air when the heating 
begins. A condenser preferably of the spiral type is connected with the 
flask. 


*U.S. Dept. of Agric., Bur. of Chem., Circ. 87. 

+ U.S. Dept. of Agric., Bur. of Chem., Circ. 88, 1912. 
t Jour. Ind. Eng. Chem., 9, 1917, p. 762. 

§ Jour. Amer. Chem. Soc., 38, 1916, p. 193. 

|| Jour. Assn. Off. Agr. Chem., 2, II, 1917, p. 175. 
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2. Deniges Reagent.—-Add about 500 cc. of water to 50 grams of mercuric 
oxide; then add 200 cc. of concentrated sulphuric acid with constant 
stirring, and heat the mixture, if necessary, on a steam bath until the 
solution is complete. After cooling make up to a liter and filter. 

3. Determination.—Weigh 50 grams of the fruit juice into a beaker 
and add 110 cc. of 95% alcohol to throw out the pectin bodies. After 
standing fifteen minutes filter and wash with 95% alcohol. Dilute the 
filtrate with water to approximately 50% alcohol content and add enough 
20% barium acetate solution to precipitate the citric acid. Stir, let stand 
until the barium citrate partially settles, and filter. Wash twice with 
50% alcohol to remove the greater part of the sugar present. Remove 
all alcohol from the precipitate and filter either by drying in the beaker 
used for precipitation or else by washing with ether before removing from 
the funnel. Add 50 cc. of water and 3 to 5 cc. of sirupy phosphoric acid 
to the beaker containing the filter-paper and precipitate and warm, thus 
dissolving the barium citrate completely. Filter into a roo cc. measuring 
flask and wash up to the mark. 

Measure an aliquot containing from 0.05 to 0.15 gram of citric acid, 
into the distilling flask, add 5 to 10 cc. of sirupy phosphoric acid and 
4oo cc. of hot water. Connect with the condenser, heat and when briskly 
boiling, add potassium permanganate solution (0.5 gram per liter), 1 to 2 
drops per second, until a pink color persists throughout the solution. 
Distil off the acetone formed by the oxidation into a liter Erlenmeyer 
flask containing 30 to 4o cc. of Denigés reagent, continuing the distilla- 
tion until 50 to 100 cc. remain in the flask. Boil the distillate gently 
under a reflux condenser for forty-five minutes after it turns milky. 
Filter hot through a Gooch crucible, wash the precipitate with water, 
alcohol, and finally with ether, and dry in a water-oven for half an hour. 
fe weight of the precipitate multiplied by 0.22 gives the weight of citric 
acid. 


FRUIT SYRUPS. , 

Two classes of these preparations are on the market, one for use in 
soda-fountains, and one for “‘ family trade,” intended as a basis for sweet- 
ened drinks to be diluted with water and sugar. Some are made exclu- 
sively from fruit pulp or juice and sugar, sterilized by heating and put-up 
in tightly sealed bottles, while others of the cheaper variety are more 
apt to be entirely artificial both in color and in flavor, deriving the latter 
principally from the wide variety of artificial fruit essences now availabie. 
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Commercial glucose is a frequent ingredient. The same classes of coal- 
tar dyes and antiseptics are found in these preparations as in the other 
fruit products. Citric or tartaric acid is frequently added to genuine 
fruit syrups to bring out the flavor and to imitation fruit syrups to better 
simulate the characters of the genuine product. 

For purposes of comparison with such fruit-pulp preparations as 
may come to the analyst for examination, he is referred to the analysis 
of fruits found on pages 283 and 993. 


NON-ALCOHOLIC CARBONATED BEVERAGES. 


Soda Water.—Originally the beverage known as soda water was 
prepared by the action of an acid on sodium bicarbonate in solution and 
corresponded to what is now obtained by dissolving Seidlitz powders 
in water. Later it was found that water charged with carbon dioxide 
is not only more practicable commercially but also more acceptable 
to the palate, and this product was substituted for true soda water without 
change of name. 

As dispensed by the pharmacist and confectioner in the United States, 
soda water consists of a syrup, variously flavored, mixed at the “ fountain ” 
with carbonated water. The syrup is first placed in the glass, then the 
carbonated water is drawn into it in a large stream and finally more added 
in a fine stream to mix and froth the liquid. Ice cream or liquid “ cream ”’ 
is used with certain flavors, eggs and milk in “ egg chocolate,” “‘ egg shake ”’ 
and other nutritious mixtures, a solution of calcium acid phosphate in 
“ orange phosphate ”’ and other phosphates—in fact there appears to be 
no end to the preparations and combinations introduced by ingenious 
vendors to quench the thirst, gratify the palate, and furnish nourishment 
in an easily digestible form. 

Carbonated Water, the basis of all effervescent drinks, is prepared by 
charging ordinary water with carbon dioxide in a steel drum, known as 
the fountain. Formerly the gas was generated on the premises by the 
action of mineral acid on marble, but now it is obtained in liquid form in 
steel cylinders from mineral springs and the fermentation industries where 


it formerly went to waste. 

The process of carbonating consists in allowing the gas to discharge 
into the water, rocking the fountain continually to aid absorption. A 
gauge indicates the pressure in the fountain, which should be about 170 
pounds per square inch for soda water and somewhat less for ginger ale 
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and root beer. The steel drum or fountain proper is kept in the cellar 
or other convenient place and the carbonated water is piped to the so-called 
fountain where the drinks are served, or, in the case of bottled beverages, 
to the machine for filling the bottles. 

Needless to say both the water and the gas should be free from con- 
tamination, and the introduction of metallic salts from the lead pipes and 
other sources should be guarded against. 


Soda Water Syrups.—Sugar and flavors are added to carbonated 
beverages in the form of syrups. At the soda fountain these are drawn 
into the glass from small reservoirs or poured from bottles, while in the 
bottling works measured quantities both of syrup and.carbonated water 
are introduced into each bottle by an automatic machine. 

Fruit Syrups are prepared either by the manufacturer of soda water 
supplies or else by the pharmacist or confectioner who serves the beverages. 
More commonly the manufacturer supplies the fruit juice or fruit pulp 
in bottles or jars, spoilage being avoided either by sterilization or the use 
of sodium benzoate. The vendor mixes the juice or pulp with sugar 
syrup as needed. Orange, lemon, and lime syrups are commonly made 
from the oils rather than from the fresh fruit, the necessary acidity being 
supplied by citric acid. This acid as well as tartaric acid is also used in 
strawberry, raspberry and other true fruit syrups to bring out the flavor. 

Imitation Fruit Syrups flavored with mixtures of ethers such as are 
described on pages 954 to 956, are frequently substituted for genuine fruit 
syrups at soda fountains and quite universally in the preparation of cheap 
bottled soda water. Aside from the deception to the consumer these mix- 
tures are highly objectionable because of their nauseating and unwhole- 
some properties. - 

Various Syrups not belonging under the head of fruit syrups are drawn 
from fountains and used in bottled beverages. Among these are vanilla, 
coffee, chocolate (really cocoa), ginger, sarsaparilla, and mixtures sold 
under distinctive names. 

Bottled Carbonated Beverages.—To this class belong various non- 
alcoholic beverages known as ‘‘soda,” “soft-drinks” and “ temperance 
drinks.” Some of these are high-grade articles of national or even inter- 
national reputation, so prepared as to keep indefinitely, while others are 
cheap preparations of local manufacture sold for immediate consumption 
in pleasure resorts. ; 


Ginger Ale, by far the best-known bottled carbonated beverage, is made 
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from ginger (or ginger extract) with the addition of lemon juice (or lemon 
oil and citric acid) and carbonated water. Capsicum extract, known in 
solid form as capsicin, is frequently substituted in part for the ginger 
because of its greater pungency. 

Root Beer was formerly brewed from a sweetened infusion of various 
roots and herbs, the gas being formed by a true fermentation process. 
A similar beverage is now made in the household, using so-called “ root- 
beer extract,” but the commercial product is commonly charged, like soda 
water, with carbon dioxide gas. 

Birch Beer, formerly made by fermentation, is now merely soda water 
flavored with oil of birch or synthetic methyl salicylate. 

Sarsaparilla, so called, is flavored with a mixture of oil of birch, natural 
- or synthetic, and oil of sassafras. The dark color is due to caramel or 
other artificial colors. 

Lemon Soda and Orange Soda are flavored respectively with terpene- 
less lemon and orange extract, the acidity being contributed by citric acid. 
Orangeade belongs in the same class. So-called blood orange soda is 
probably never made from blood oranges, the color being artificial. 

Vanilla Soda is more correctly vanillin soda or vanillin and coumarin 
soda. The term cream soda applied to this colorless beverage is equally 
misleading. 

Strawberry Soda, Raspberry Soda and other bottled beverages purport- 
ing to be made from fruits are commonly imitations flavored with ethers 
and colored with coal-tar dyes. So-called Cherry Soda is flavored with 
an extract of cherry bark or benzaldehyde. % 


Sweeteners in Beverages.—Sugar is the only proper sweetener for 
syrups of bottled beverages. Glucose because of its lower sweetening 
power is unsuited for the purpose, while saccharin and other chemical 
sweeteners are objectionable both because of their lack of nutritive prop- 
erties and their possible injury to health. The use of saccharin, which 
has hitherto been extensive, is now prohibited in beverages entering into 
interstate commerce. f 

Acids in Beverages.—Citric and tartaric acids are used not only in 
imitation, but also in true fruit syrups to bring out the flavor. Lemon 
juice serves the same purpose, but is more expensive and does not keep so 
well. Calcium acid phosphate is a characteristic constituent of orange 
and other fruit phosphates. 

Preservatives.—Sodium benzoate is the common preservative of bev- 
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erages, although its use is by no means’ universal. Formerly salicylic, 
boric and sulphurous acids and even fluorides were employed. A recent 
German patent names p-chlorobenzoic acid as a harmless preservative 
many times as effectual as benzoic acid. 

Artificial Colors.—Cochineal, cudbear, caramel and the eight colors 
allowed by U. S. decisions are most commonly met with. The use of 
fuchsin, acid fuchsin, rhodamine, and other coal-tar colors has been 
largely discontinued. 

Foam Producers.—Froth on soda water is cheaper to produce than the 
same bulk of liquid, furthermore it is sanctioned by custom. 

Soap-bark, the bark of Quillaja Saponaria, a common foam producer, 
contains two saponins, sapontoxin and quilliac acid, both of which are 
poisonous. In addition these principles combine with the cholesterin of 
the blood and if in excess dissolve the corpuscles. 

Commercial saponin, prepared from Saponaria officinalis, and consist- 
ing largely of sapotoxin, is also extensively used. 

Foam producers are also used in malt liquors. 

Glycerrhizin, the characteristic principle of licorice, also serves as a 
foam producer. 

Habit-forming Drugs in Beverages.—Carffein, extract of cola leaves, 
and cocaine are ingredients of certain proprietary syrups and beverages, 
contributing their well-known stimulating properties. The use of caffein 
is defended on the ground that it is the active principle of tea and coffee. 
Opponents of this drug have pointed out that tea and coffee are recognized 
as improper articles of diet for children and invalids, furthermore, the 
presence of other constituents tends to prevent the excessive use of these 
beverages. Again the presence of caffein in carbonated beverages is not 
usually known to the consumer, and he forms the habit without proper 
warning. 

It would be difficult to find an argument in favor of the use of a drug 
so potent as cocaine or products containing cocaine. 


METHODS OF ANALYSIS. 


Transfer the sample to a flask and shake at intervals for an hour or 
two, at room temperature, thus removing most of the carbon dioxide. 
Use the liquid thus obtained for the several determinations, measuring 
out the portions, if desired, and calculating the weight from the specific 


gravity. 
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Total Solids, Ash, Acidity, and Individual Sugars are determined 
as directed for jams and jellies (pages 995 to 999) using 25 grams of the 
liquid except for the polarizations, which may be made on normal quantities. 

Vanillin, Coumarin, Citral, and Methyl -Salicylate are detected and 
determined by the methods described under the head of Flavoring Extracts, 
with such modifications as are necessitated by the absence of alcohol on 
the one hand and the greater dilution on the other. Methods for the 
detection of Ginger and Capsicum are given on page 952. 

Detection of Colors, Preservatives, and Sweeteners.—See Chapters 
XVII, XVIII, and XIX. 

Determination of Phosphoric Acid.—This determination is made 
in so-called “orange phosphate,” “raspberry phosphate” and other 
beverages containing calcium acid phosphate. 

Treat 25 grams of the liquid according to the method described on 
page 362, except that the entire residue, after ignition with magnesium 
nitrate, is used for the determination, without aliquoting. 

Determination of Alcohol.—Follow the method prescribed for wines 
(page 687). The amount of volatile oil present is seldom sufficient to appre- 
ciably affect the results. 

Detection of Saponin.—Of the various color tests that have been 
proposed none has been found absolutely characteristic, especially if 
glycerrhizin is present, although the reactions with sulphuric acid and 
Frohde reagent are of considerable value. The hemolysis test is believed 
to be reliable even in the presence of glycerrhizin. Whichever test is 
applied the saponin should be separated from interfering substances as 
follows: . 

I. Extraction of Saponin by the Rihle-Brummer Method.*—In the 
case of soda water and other products containing organic or mineral 
-acids (other than carbonic), to 100 cc. of the liquid add an excess of pre- 
cipitated magnesium carbonate and filter. If dextrin is present, as in 
the case of malt liquors, evaporate 100 cc. of the liquid to 20 cc., pre- 
cipitate with 150 cc. of 95% alcohol, let stand thirty minutes, then heat to 
boiling, filter, dilute the filtrate with water and dealcoholize, finally making 
up the solution to 100 cc. 

To too cc. of the neutral, dextrin-free solution in a separatory funnel, 
add 20 grams of ammonium sulphate, 9 cc. of phenol and shake thoroughly. 
Draw off the watery layer and shake the phenol solution with a mixture 


* Zeits. Unters. Nahr. Genussm., 5, 1902, p. 1197; 16, 1908, p. 165; 23, 1912, p. 566. 
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of 50 cc. of water, 100 cc. of ether, and (if necessary to avoid an emulsion) 
4 cc. of alcohol. Allow to stand until the liquids separate, which usually 
requires twelve to twenty-four hours. Draw off the aqueous solution and 
evaporate nearly to dryness, finishing the drying either at 100° C. or in a 
desiccator, the latter being preferable if the residue is to be purified by 
treatment with acetone, which is usually desirable. Employ this extract, 
consisting of saponin and impurities, in the following tests: 

Il. Tests for Saponin—t1. Sulphuric Acid Test—Rub up a portion 
of the extract with a few drops of sulphuric acid. Saponin is indicated 
by the appearance in a few minutes of a reddish color changing in half 
an hour to red-violet and finally to gray. 

2. Froéhde Test.—Treat another portion in like manner with a few 
drops of a mixture of 100 cc. of concentrated sulphuric acid and 1 gram 
of ammonium molybdate. In the presence of saponin the drops in fifteen 
minutes become violet, changing later to green and finally to gray. 

3. Foam Test.—Shake another portion of the extract with water and 
note its foam-producing properties. 

In the presence of glycerrhizin none of the last three tests is reliable. 

4. Haemolysis Test——This process is recommended by Rusconi,* 
Sormali,t and Rhiile.t The following details are given by Rhiile and are 
based on the method as described by Gadamer: § 

(a) Reagents——(1) Physiological Salt Solution.—Dissolve 8 grams of 
sodium chloride in water and make up to one liter. 

(2) One per cent Defibrinated Blood—Shake vigorously fresh ox 
blood in a sterilized, salt-mouth, 500-cc. bottle with 20 glass beads 5-7 mm. 
in diameter. Separate from the clot of fibrin and store in a sterilized 
container in a refrigerator. Properly cared for it should keep for several 
days. 

Dilute with roo volumes of physiological salt solution for use. » 

(3) One per cent Blood Corpuscles.—Centrifuge 100 cc. of the 1% 
defibrinated blood in physiological salt solution, pour off the clear solu- 
tion containing the cholesterol and make up again to 100 cc. with the salt 
solution. This preparation is more sensitive than solution (2). 

(0) Process.—Dissolve about 0.1 gram of the extract in 25 cc., of 
physiological salt solution, filter, and shake 1, 2, and 3 cc. of this solution 

* Bol. Soc. Med. Chi., Pavia, rgr0. eee, 
} Zeits. Unters. Nahr. Genussm., 23, 1912, p. 562. 

{ Ibid., p. 566. 

§ Lehrbuch der chemischen Toxicologie. Géttingen, 1909, P- 443. 
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in small test-tubes with 1 cc. portions of 1% defribinated blood. If saponin 
is present the liquid becomes clear in from a miunte to an hour or two, 
depending on the amount of saponin in the beverage and the number of 
cubic centimeters of the solution used. 

As a confirmatory test dissolve 1 mg. of cholesterol in a small amount 
of ether, shake with 10 cc. of the solution of the extract in salt solution, 
heat at 36° C., for a few hours to remove ether, avoiding concentration, 
and treat portions of this solution with 1% defibrinated blood as above 
described. Cholesterol destroys the hemolytic action of the saponin, 
hence the liquids should not become clear in these tests. In order to 
exert this influence cholesterol should be present to the extent of 1 part 
to 5 parts of saponin. 

If only a small amount of saponin is present the hemolytic action can 
best be noted under a microscope magnifying to 300 diameters. Mount 
a drop of the solution of the extract in salt solution and place a drop of 
either solution (2) or (3) in contact with it. The saponin causes the 
corpuscles in contact with it to swell, then become strongly refractive, 
and finally dissolve. 

Muller-H éssly * neutralizes 500 to 1000 cc. of the sample and blows 
a current of air into it through a glass tube extending to the bottom of the 
container, collects the foam which froths over, and makes the test on the 
liquid obtained by the subsiding of the foam. The saponin in the foam 
is in much greater amount than in the original liquid. 

Determination of Caffein.—Fuller Method.t—Weigh 50 grams or 
measure an equivalent volume into a small beaker, add s cc. of concentrated 
ammonium hydroxide, allow to digest overnight; then add 2 cc. more 
of ammonium hydroxide, heat for two hours, transfer to a large separatory 
funnel, dilute with 3 volumes of acid, add 5 cc. of ammonium hydroxide 
and shake out with four successive portions of chloroform, each of 50 cc. 
In case any dyestuff is removed by the chloroform, shake out with a satu- 
rated solution of sodium bisulphite, which will remove some of the color. 

Distil off the bulk of the chloroform and evaporate the remainder in a 
porcelain dish. Dissolve the residue in 25 cc. of 2% sulphuric acid, 
shake out with five portions of 15 cc. each of chloroform, filter the combined 
chloroform solutions into a flask, distil off the bulk of the chloroform and 
evaporate in a tared dish; dry at 100° C. and weigh. 


* Mitt. Lebensm. Hyg., 8, 1917, p. 113. 
+ U. S. Dept. of Agric., Bur. of Chem., Bul. 137, p. 191. 
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If the caffein is not pure, dissolve in 15 cc. of 10% hydrochloric acid, 
add an excess of a solution of 10 grams of iodine and 20 grams of potas- 
sium iodide in roo cc. of water, allow to stand overnight, filter, and wash 
twice with ro cc. of the iodine solution. Transfer filter and precipitate 
to the original precipitation flask, add sufficient sulphurous acid to dissolve 
the precipitate, heating gently, filter into a separatory funnel, wash three 
times with water, and add ammonium hydroxide in excess; shake out 
four times with 15 cc. portions of chloroform, and filter the chloroform 
extracts into a flask, using a 7 cm. filter and keeping the funnel covered 
with a watch glass. Wash the filter with 5 portions of 5 cc. of chloroform. 
If the chloroform extract is colored, concentrate, add a small amount of 
animal charcoal, rotate several times and filter. Distil off part of the solvent 
and evaporate the remainder in a tared dish, dry at 100° C., and weigh. 

Detection and Determination of Cocaine.—Fuller Method.*—To 
200 cc. of the sample in a large separatory funnel, add concentrated am- 
monium hydroxide to alkaline reaction, and shake out with three portions 
of 50 cc. each of Prolius mixture (4 parts ether, 1 part chloroform, 1 part 
alcohol), collecting the solvent in another separatory funnel. If desired 
the aqueous solution may be reserved for the detection of salicylic and 
benzoic acids and saccharin. Filter the combined Prolius extracts into 
an evaporating dish, and evaporate on a steam bath, removing the dish 
as the last traces of solvent disappear. Dissolve the residue in normal 
sulphuric acid, transfer to a separatory funnel and shake out four times 
with 15 cc. portions of chloroform; wash the combined chloroform solu- 
tions once with water, reject the chloroform, and add the water extract to 
the original acid solution. Add to cc. of petroleum ether, boiling at 40° 
to 50° C., and shake; draw off the acid layer, rejecting the petroleum ether, 
add concentrated ammonium hydroxide in excess and shake out three 
times with 15 cc. portions of petroleum ether, collecting the ethereal solu- 
tions in another separatory funnel. To the latter add ro cc. of water and 
shake thoroughly; reject the water extract and filter the petroleum ether 
into a beaker, washing twice with ro cc. portions of the solvent. Evaporate 
over a steam bath, using a fan. By this method, if coca alkaloids are 
present, a nearly colorless residue will be obtained, which will finally 
crystallize on standing. 

Dissolve the residue in petroleum ether and divide into four portions, 
one of which may be small. Evaporate the solvent and to the small 


vo sg 


*U. S. Dept. of Agric., Bur. of Chem., Bul. 137, DP. LQ2. 
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portion add a few drops of normal sulphuric acid, warm gently, filter into 
a test-tube, and add a drop of potassium mercuric iodide test solution 
(Meyer’s reagent). A precipitate indicates an alkaloid, but does not 
identify it as cocaine; if no precipitate forms, cocaine is not present and 
further test is unnecessary. 

To another portion add a few drops of concentrated nitric.acid, and 

evaporate on a steam bath until the acid is all driven off, then add a few 
drops of half normal alcoholic potash and note the first odor that comes 
off, which, if cocaine is present, is that of ethyl benzoate. 
_ The residue of the third portion should be applied to the end of the 
tongue by rubbing with the finger. Cocaine will cause a numbness which 
is not apparent immediately, but develops gradually, and persists for a 
longer or shorter time according to the amount present. 

Remove a portion of the fourth residue to a microscopic slide, add a 
drop or two of gold chloride test solution, and stir vigorously, noting the 
character of the crystals under the microscope. 

All the above tests should be checked by controls on pure cocaine. 

If a quantitative determination of coca alkaloids is desired the residue 
after evaporating the petroleum ether should be weighed, then, as a check 
on the gravimetric determination, warmed in 50 cc. of fiftieth-normal 
sulphuric acid until dissolved, cooled, and titrated with fiftieth-normal 
potassium or sodium hydroxide, using cochineal as indicator. The fac- 
tor for cocaine is 0.006018. 

Determination of Caffein and Detection of Cocaine and Glycerol.— 
Fuller Method.*—Weigh 50 grams of the sample into an evaporating dish, 
add 5 cc. of concentrated ammonium hydroxide, cover with a watch glass 
and allow to stand twelve hours. Add 2 cc. more of ammonium hydroxide 
and evaporate on steam bath. Warm the residue with 25 cc: of 95% 
alcohol on the steam bath, cool, and pour off the alcohol into another 
evaporating dish, repeating the treatment four times. Evaporate the 
combined alcoholic extract, dissolve the residue at 25 cc. of 2% sulphuric 
acid, transfer to a separatory funnel and shake out 5 times with 15 cc. 
portions of chloroform. 

Reserve the acid liquid for subsequent tests for cocaine and glycerol. 

Distil off most of the chloroform, evaporate in a dish on a steam bath, 
dissolve the residue in 10% hydrochloric acid and transfer to a small 
flask. Add to the acid solution an excess of iodine solution (10 grams 


*U.S. Dept. of Agric., Bur. of Chem., Bul. 137, p. 192. 
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iodine and 20 grams potassium iodide in too cc. of water), rotate flask, 
allow to settle overnight, filter, and wash flask and precipitate twice with 
the iodine solution, then transfer filter and precipitate to the flask. Heat 
gently with sufficient sulphurous acid solution to dissolve the precipitate, 
filter into a separatory funnel, cool, add excess of concentrated ammonium 
hydroxide, and shake out four times with 15 cc. portions of chloroform. 
Filter the chloroform extract into a flask, using a 7-cm. filter in a small 
funnel covered with a watch glass, or filter through cotton plugged in 
the stem of the separatory funnel. Decolorize the chloroform, if neces- 
sary, with animal charcoal, distil off most of the chloroform, then evapo- 
rate in a tared dish over steam, dry at 100° C. and weigh. 

Add an excess of concentrated ammonium hydroxide to the solution 
from which the caffein was extracted, shake out three times with petroleum 
ether, boiling at 40° to 60° C., filter ether solution, divide into four parts, 
evaporate, and test for cocaine as described in the preceding method. 

Evaporate the aqueous solution from the cocaine extraction with 
milk of lime and proceed as in the determination of glycerol in wines 
(page 734). The glycerol thus obtained will be only an approximation to 
the true amount. 


CHAPTER XXII. 


DETERMINATION OF ACIDITY BY MEANS OF THE HYDROGEN 
ELECTRODE. 


By GERALD L. WenpT, PH.D. 


ASSISTANT PROFESSOR OF CHEMISTRY, THE UNIVERSITY OF CHICAGO. 


THE usual methods of determining acid and alkali are frequently 
inapplicable in food analysis because the color change of the indicator, by 
means of which the end point is observed, is masked by the presence of 
colored substances or by turbidity. In such cases the use of the hydrogen- 
electrode method is essential. Furthermore, there are many titrations in 
which it is not so important to know the total quantity of acid present as it 
is to determine exactly the concentration of hydrogen ions in the original 
- solution. That is, it is desirable to determine the actual acidity as distinct 
from the total available acidity. A large part of the latter may be present 
originally in the form of undissociated molecules, and therefore inactive as 
acid until alkali is added. The hydrogen electrode method offers a simple 
means for such a determination. Finally, there are many occasions when 
the analyst wishes to prepare a solution of definite acidity which may ke 
far from the neutral point, and yet also far from being so acid or so alkaline 
as to be readily analysed. In such cases also the hydrogen electrode is 
of great convenience in that it indicates constantly the actual acidity of 
a solution at any moment, and acid or alkali need therefore to be added only 
until the instrument records the proper concentration. All three problems 
are frequently met with in courses of food analysis. 

In addition, indicator titrations-are occasionally impossible because the 
salts present in the material to be titrated exert such a strong “ buffer” 
action—as in milk, for instance, or in rhubarb juice—that the color change 
of the indicator is so gradual as to be quite unreliable. Related to this is 
the fact that the choice of the proper indicator is exceedingly important 
in such cases. The common indicators may all change at a degree of 
acidity which wholly unsuits them for some particular titration. And, 
lastly, the usual titration can give no information as to which acid or which 
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alkali is present in the solution that is being analysed. Thus fruit acids 
are empirically reported as per cent citric, malic or sulphuric regardless of 
the acid or mixture of acids present. On the other hand, the electro- 
metric method frequently reveals the characteristics of the acid that is being 
determined. For all these reasons, then, a simple form of the hydrogen 
electrode apparatus is to be recommended as part of the equipment of any 
food laboratory. 

Principle of the Method.—The first principle involved in this method 
of determining acidity is that every aqueous solution must have a definite 
concentration of hydrogen ions. Even pure water can be regarded as an 
acid, and equally well as an alkali, in the-sense that water contains both 
hydrogen and hydroxide ions in definite concentration. The dissociation 
of water into its ions is weak, yet accurate measurements have shown that 
about one water molecule in five hundred million is dissociated into its ions. 
In other words, the concentration of hydrogen ions in water is very close to 
10~7 grams per liter. Since each molecule of water on dissociation gives 
rise to one hydrogen ion and one hydroxide ion, the concentration of hydrox- 
ide ion in water is also 10-7 gram ions per liter, i.e., both are 10-7 normal. 
The product of the two concentrations is consequently 1o-!4. 

According to the simple principles of chemical equilibrium these two 
concentrations must bear a definite ratio toward each other at all times. 
That is, in the reaction represented by the equation Hz,OSSH++OH-, 
definite equilibrium concentrations of the reacting substances must always 
be obtained such that the velocity of the forward reaction is the same as 
that of the reverse action. This can be the case only if the concentration 
of hydrogen ions multiplied by the concentration of hydroxide ions be 
constant; i.e., if, using the usual chemical symbols, (H+) (OH-) = K = 10-4, 
This constant is, of course, the dissociation constant of water, and represents 
the product of the concentrations of hydrogen and hydroxide ions expressed 
in normality. 

This constant must hold good for every solution which contains water, 
and thus for all aqueous solutions, irrespective of the amount of hydrogen 
or hydroxide ions added from other sources. That is to say, in a normal 
solution of a strong acid, the hydrogen ion concentration is one, or 10°; 
substituted in the above equation, the hydroxide concentration must be 
10714 in order that their product remain 10-14. Similarly a hundredth 
normal solution of a strong acid would have a concentration of hydroxide 
equal to 107. Strong acids therefore contain definite concentrations of 
hydroxide ions. At the other end of the scale, alkalis similarly contain 
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definite concentrations of hydrogen ions. The variation of hydrogen with 
hydroxide is represented in the following table: 


TABLE I. 

If (H*+)=101 (OH~)=107 8 Py=~—1 
to! —(N) to 14 ° 
He (IND) Tey I 
LOm2 OnOEN) Io 12 2 
TOMES Ome 3 
COM TOME) 4 
Tome TOMS 5 
Tom Tome 6 
Tom Tome! 7 
Tome Om 8 
TOM TOMS 9 
Tom! Om ne) 
Toms! TOM II 
Tom 12 10” 2 (o.01N) 12 
Tom 44 to! (0.1N) is 
Ome to? (N) 14 
TOmee tot 15 


The negative exponent of ro in these concentration figures for the hydrogen ion is the 
distinguishing factor for each case and has come to be used directly in this sense under the 
name of “ Py.” 


Pure water stands in the center of this scale in that its hydrogen ion 
concentration is exactly equal to its hydroxide concentration, both being 
10o-’, Water is therefore neutral, being as acid as it is basic. This is the 
exact neutral point, though it is seldom indicated by the indicators in general 
use. Most indicators will give either their ‘“‘ acid color” or their “ alkali 
color’ in water solution. Methyl orange, for instance, shows alkali in 
pure water, and phenolphthalein shows acid in pure water. Litmus and 
rosolic acid are two indicators that do change at the neutral point. 

While each indicator is suited for the determination of some one value 
of Py, it is obvious that no one indicator can be used to follow the change 
of hydrogen and hydroxide ion concentration when a solution is titrated, 
i.e., when the hydrogen ion concentration may vary all the way from 
to! to 10~!4, Each indicator has its own definite changing point, and 
will mark only the point at which that concentration is attained. The 
changing points for methyl orange and for phenolphthalein are indicated 
in Fig. 3. The hydrogen electrode method, however, records on a scale 
the concentration of hydrogen ions at all times, and it is thus possible to 
follow continuously the change beginning with strong acid all the way to 


1024 FOOD INSPECTION AND ANALYSIS. 


strong alkali or vice versa. The actual hydrogen ion concentration is in- 
dicated at every instant. 

Theory of the Method.—The theory of the hydrogen electrode is 
familiar. Its details need not be discussed here as they are available in 
any text-book of physical chemistry. Essentially the method consists 
in the measurement of the voltage between a platinum electrode saturated 
with hydrogen and the acid solution. ‘The platinum electrode is coated with 
a layer of platinum black which is allowed to become saturated with hydro- 
gen gas. Hydrogen is readily soluble in platinum black so that such an 
electrode is essentially a ‘‘ hydrogen electrode.” That is, for all practical 
purposes it acts like a rod or electrode of hydrogen inserted into the solu- 
tion. The other electrode, which is to make direct contact with the solu- 
tion, i.e., with the hydrogen ions, must be one in which the transition from 
solution to the metallic connecting wire is made under definite and constant 
electrical conditions. For this purpose a “‘ calomel cell”? is used. ‘Thereby 
the potential of the hydrogen ions is communicated to the rest of the system 
by, first, a solution of potassium chloride, then mercurous chloride, “ cal- 
omel” solution, then calomel paste in contact with metallic mercury, 
which in turn contains the connecting wire. 

In such a system the potential between the coated platinum or hydrogen. 
electrode and the mercury is given by the equation: 


E=0.058 log (=) Sreetee 


where c represents the actual concentration of hydrogen ions in the solution. 


Transposing, log c= — (* S =), 


and 


E may then be read directly in volts on a voltmeter and the equation 
needs only to be solved for c or for Py in order to give the hydrogen ion 
concentration or “‘ actual acidity ” of any unknown solution. The relation 
between E and ¢ is linear, and the variation of one with the other may be 
calculated once for all and embodied in a table or curve, as is shown in the 
figures of this chapter. Indeed the voltmeter itself may conveniently 
be graduated to read in values of c directly, as well as in values of F. 
Titration consists then in following the change in E as c is varied by the 
addition of acid or alkali to the solution. 
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The Apparatus.—The necessary apparatus consists of the hydrogen 
electrode, the calomel cell, and a potentiometer arrangement to measure 
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FIG. 1204. 


the potential between them. For accurate work an accurate potentiometer 
is necessary, but for the usual laboratory determinations a potentiometer can 
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be readily built up from an ordinary dry cell, a 100-ohm variable resist- 
ance, a voltmeter, and a sensitive galvanometer which will determine When 
no current is passing. This galvanometer should have a. sensitiv itv of one 
megohm. A diagram of the arrangement of these instrum, - «nay be 
Fig. 120) and a photograph of a typical assembly in Fig. 134 ; 
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side circuit, which comprises the calomel cell C, the solution to be titrated, 
the hydrogen electrode H, the galvanometer G, and a spring contact 
switch. ‘The resistance is set at such a point that the galvanometer indicates 
the passage of no current. In that case, the potential being drawn from 
the main circuit is exactly equal and opposite to the potential from the 
hydrogen electrode-calomel electrode system. In order to measure this 
potential, a voltmeter V is placed in parallel with this side circuit, and at 
all times measures the potential. The procedure consists, therefore, simply 
in adjusting the resistance until on closing the contact key the galvanometer 
shows no current, and then reading the voltage. As suggested above, the 
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voltmeve~ may be graduated to read directly in units of hydrogen ion con- 
centration rather than in volts. 
= .pparatus.—1. The Hydrogen Electrode — “his is a plati- 
diameter, somewhat flattened at the luwer end, which has 
» small glass tube from which a copper wire leads to 
mest ~f the circuit. This platinum wire must, when immersed in the 
Roc ai. alf covered by a larger tube whic serves as a sort of 
he upper half of the wire immersed ir#® gen gas while the 
x halr'~~ nto the solution. The hydr ,** admitted to this bell- 
tio by as and during operation ~ pbles continuously through 
the solution f ~m under the bell at the rate of about two bubbles per 
second. The platin~ .e must, before use and before insertion in the 
bell, be covered with pusit of platinum black. Th*s is done by first 
cleaning the wire thoroughly in chromic acid solu ~“_g in aqua regia if 
necessary. Platinum is then deposited on this wi = lipping it into a 
dilute solution of platinic chloride, and connecting electrode to the 
negative pole of a dry cell, the positive being connec 2c to another short 
piece of platinum wire which dips into the solution ana f ms the anode in 
the electrolysis. Deposition for fifteen minutes is ample, put it is desirable 
that the direction of the current be reversed frequently, as often as twice a 
minute, in order to give a smooth uniform coating of platinum, which should 
be black and velvety in appearance. The occluded chlorine may be 
removed by dipping the electrode into a ferrous or other reducing solution. 
The electrode is then washed with distilled water, and should thereafter 
always be kept moistened. When not in active use it should be kept in dis- 
tilled water. If the electrode dries, the platinum deposit must be wiped 
with a dry cloth or more thoroughly removed, and a new layer of platinum 
black must be deposited. The electrode in this condition will absorb 
hydrogen from hydrogen gas and constitute in effect a hydrogen electrode. 
Time may be economized however, by saturating the electrode with 
hydrogen artificially by using this electrode as the cathode in an electrol- 
ysis of sulphuric acid. Hydrogen is thus evolved on the cathode, and serves 
to saturate it rapidly. This saturation should be repeated whenever the 
electrode is removed from its contact with pure hydrogen gas. The coat- 
ing with platinum black should be serviceable for several weeks before 
it requires replacement. If solutions containing viscous materials or adher- 
ing precipitates are used, the platinum layer needs to be replaced more often. 
This form of electrode may be purchased from supply houses. Other 
forms are also in use, particularly some in which the platinum is in the form 
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of a large foil or strip. This form is more stable in use but requires a much 
longer time to become saturated with hydrogen and is troublesome in 
solutions containing precipitates or other solid or viscous materials such 
as cream or fruit shreds. For such cases a fine platinum gauze 
attached to the glass bell that surrounds the electrode to prevent its 
ging, particularly if some stirring device is used. A gold electrode cog 
with palladium black is probably the most effective form of hydroge 
trode. 4 a 
2. The Calomel Electrode. —A calomel electrode may be Ge up by eS 
any of the various methods recommended in text-books of physical chem- 
istry. The forms of cell used vary widely. The simplest is a test-tube 
with a two-hole rubber stopper, fitted with tubes, one of which leads to the 
solution to be titrated, and the other of which holds a glass tube forming 
electrical connectign with the mercury in the bottom of the test-tube by 
means of a wire sealed through the glass. The form to be recommended 
is one in which electrical connection from the mercury is made by a platinum 
wire sealed directly through the glass where the latter holds the mercury. 
The tube should have a side-arm forming a bridge to the solution, and unless 
a fine capillary is used, this side-arm should contain a glass stop-cock 
which is kept loosely closed but not greased. The calomel electrode tube 
should have another side-arm placed somewhat higher through which 
additional potassium chloride solution can be introduced. Finally, it 
should have a wide opening through which it can be filled, but which 
should be tightly closed after filling by means of a well-fitting ground 
glass stopper. 

To fill the cell it should be thoroughly cleaned and rinsed with a normal 
potassium chloride solution. About 3 cc. of carefully purified mercury 
are then placed in the bottom of the cell. Above this is put a layer of mer- 
cury-calomel paste. This is prepared by rubbing together in a mortar 
pure ‘‘calomel,”’ mercurous chloride, and metallic mercury with a small 
amount of the potassium chloride solution. When this paste is in place 
it is covered with a normai solution of potassium chloride which has been 
saturated with calomel. A large quantity of accurately normal potassium 
chloride solution should be made up, and after preparation should be 
thoroughly shaken with calomel in order to saturate it with that substance. 
The calomel electrode tube should then be filled up with this solution, 
leaving only a small air bubble at the top. The tube should be well 
stoppered, and permanent connection should be made through the upper 
side-arm with a reservoir bottle containing the excess of potassium chloride 
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solution. Before each period of use a small quantity of the potassium 
chloride solution should be allowed to run through the calomel cell in order 
to wash out the lower side-arm, which constitutes the electrical connection 
with the solution to be titrated, and which will otherwise gradually 
become filled with materials from the latter solution by means of 
diffusion. 

3. The Electrical Instruments.—Three electrical instruments are re- 
quired, connected as shown in Fig. 1208, a variable resistance, a voltmeter, 
and a galvanometer. There are many varieties of resistances or rheostats 
on the market. Any form which permits the continuous variation of the 
resistance is satisfactory. The tubular wire rheostats of about too ohms 
total resistance are most convenient, but should be long enough to have at 
least 150 turns of wire in order to allow delicate adjustment of the end point. 
The voltmeter should have a total range of 1.25 volts, which is the maximum 
obtainable from a dry cell, and should be divided into hundredths of volts. 
The galvanometer, or other instrument used to detect the passage of cur- 
rent through the solution being titrated, is the only one of these instruments 
that needs to be sensitive. It should have a sensitivity of at least 1 megohm. 
There are several types of portable direct-reading galvanometers on the 
market with a sensitivity as great as this. By the use of the lamp and scale 
method, more sensitive and more expensive instruments may also be used 
with convenience. In very accurate work in which potential readings are 
to be made to millivolts, some form of electrometer is often used, such as the 
capillary electrometer or the quadrant electrometer. These are not required, 
however, for ordinary titration. The connections are shown in Fig. 1208, 
which is self-explanatory. It should be noted, however, that the short 
thick line of the battery, B, represents the positive or carbon pole of the 
dry cell. It is to this pole that the positive terminal of the voltmeter and 
the calomel cell connection are made. 

Several complete assemblies of this apparatus are on the market. The 
most accurate, which can be depended upon to millivolts, is that designed 
by Dr. W. T. Bovie and manufactured by the Leeds & Northrup Co., of 
Philadelphia. This makes use of the quadrant electrometer, and is pro- 
vided with a temperature compensating device. An apparatus designed by 
Dr. G. L. Kelley, can also be adapted to this purpose, and is sold by 
Arthur H. Thomas, of Philadelphia, Pa. The Central Scientific Co., of 
Chicago, has assembled the simplest forms of the various required in- 
struments on a single board, the result being inexpensive and well suited 


for ordinary analytical work. 
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The Titration.—The solution to be titrated is placed in a sufficiently 
large beaker, the calomel electrode as above prepared is inserted, and the 
hydrogen electrode, platinized and saturated with hydrogen, is also inserted. 
A stream of hydrogen is allowed to pass over the hydrogen electrode and 
bubble through the solution continuously during the titration. The 
hydrogen should be pure, best made by electrolysis or generated from pure 
zinc and purified by passing through an alkaline solution. It is usually 
desirable to stir the solution by some extraneous stirring device. Electrical 
connections are made and preliminary observations of the voltage may be 
taken, although at the beginning of the titration the electrode is usually 
not saturated and does not give a constant voltage reading during the first 
_few minutes.- If the electrode has been saturated by means of the elec- 
trolysis of sulfuric acid, however, not more than a minute should be required 
to determine the original Py or “ actual acidity.” If the solution is to be 
titrated acid or alkali may now be added, and readings of the voltage 
may be taken almost at once. The electrode action is most satisfactory 
when the potential is built upwards, that is, when alkali is added to acid. 
Beginning with a definite quantity of acid, the data to be recorded are the 
amounts of alkali added and the voltage at each addition. ‘These data are 
best comprehended by plotting them graphically, recording voltage against 
cubic centimeters of alkaliadded. Several such curves are reproduced here- 
with. 

Typical Curves.—Curve I, Fig. 120, represents the titration of 25 cms. 
of tenth-normal hydrochloric acid solution with tenth-normal sodium 
hydroxide. Ordinates on this curve represent acidity. The voltage 
scale is represented on the left while the corresponding concentrations 
of hydrogen ions are given on the right. The voltage 0.69 is that of the 
neutral point, where (H+)=(OH~)=1077. The higher the voltage, 
the lower the hydrogen ion concentration and the greater the alkalinity. 
The abscissze represent volumes of the alkaline solution added. 

The original voltage shown by Curve I is 0.35, which represents a 
tenth-normal hydrogen ion concentration. The curve shows that the first 
quantities of alkali added have little effect on the hydrogen ion concentra- 
tion. The alkali is used up in the formation of sodium chloride and the 
fraction of the total acid used is so small that there is little change in the 
hydrogen ion concentration and in the voltage. As more and more acid is 
neutralized, however, every drop of alkali causes a correspondingly larger 
proportional change in the hydrogen ion concentration and the voltage rises 
more and more rapidly. When a voltage of .45 is attained and the acid 


DETERMINATION OF ACIDITY 1031 


is less than one-thousandth normal the addition of a few drops of alkali 
causes so marked a change in the hydrogen ion concentration that the 
voltage rises rapidly and indeed abruptly. At 24.8 cc. of alkali, the poten- 
tial rises to beyond the neutral point and this quantity of alkali therefore 
represents the total amount of acid originally present. This figure, 24.8, 
is the one that would be obtained by the usual indicator titration and 
represents the amount of tenth-normal alkali necessary to neutralize the acid 
originally present. The acid was therefore very slightly weaker than tenth- 
normal. Beyond this point the addition of alkali increases the hydroxide ion 
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concentration and decreases the hydrogen concentration in a lesser propor- 
tion and the voltage therefore rises more gradually, tending finally to reach 
the voltage of a tenth-normal alkali solution, which is slightly less than 1 
volt. The further addition of alkali is, however, unnecessary, as the last 
part of the curve represents merely the dilution of tenth-normal alkali by 
the volume of solution present in the titrating vessel. 

The center of the vertical rise in voltage at about 25 cc. of alkali needs 
further attention. It will be seen that the central point of the vertical 
line lies at a voltage of about .69. This is the voltage given by a strictly 
neutral solution and it indicates the point at which hydrogen and hydroxide 


1032 FOOD INSPECTION AND ANALYSIS. 


ions are in equal concentration. Since the central part of the vertical rise 
of this curve here falls exactly at the true neutral point it follows that the 
products of the reaction here used are such that they do not react with water 
to give a product which is itself acid or alkaline. The products of the 
particular reaction shown by this curve are, of course, sodium chloride 
and water, and it is obvious that sodium chloride does not hydrolyze to give 
an acid or a basic product. 

Curve 2, Fig. 120c, shows the titration of the same quantity of tenth- 
normal acetic acid with the same alkaline solution. ‘The curve shows that 
the same quantity of alkali is required for neutralization and hence that the 
total acidity of the acetic acid was the same as that of the hydrochloric acid, 
both being tenth-normal. The course of the voltage during the early 
part of the titration, however, is quite different in this case. In the first 
place, the original voltage is higher, indicating a lower actual hydrogen 
ion concentration in the tenth-normal acetic acid, due, of course to the fact 
that acetic acid is but slightly dissociated. Its “ actual acidity ’”’ is, indeed 
hardly more than thousandth normal. The second point worthy of notice 
is that in the very beginning of the titration the rise in voltage is much more 
rapid than in the case of the hydrochloric acid. This means that the 
addition of alkali has here an abnormally large effect in decreasing the hydro- 
gen ion concentration. ‘This is due, of course, to the fact that as soon as 
sodium hydroxide is added, sodium acetate is formed which is highly 
dissociated and therefore liberates a relatively large number of acetate 
ions. These, according to the principle of equilibrium have an immediate 
effect in depressing the already small ionization of the acetic acid, so that 
the acid which is present becomes still less dissociated; hence it allows still 
fewer hydrogen ions and hence causes a noticeable rise in the voltage. 
This effect is marked only during the first 8 cc. and thereafter the trend of 
the curve is about the same as that in the titration of hydrochloric acid. 
Complete neutralization occurs at the same point, and the last part of the 
curve coincides with that of the hydrochloric acid since it represents only 
the dilution of the tenth-normal sodium hydroxide by the sodium acetate 
solution. 

A third point to be noted is that the length of the vertical portion of this 
curve is much less than in the other case with the consequence that the 
center of this vertical portion lies not at a voltage of .69 but rather at about 
-76 volt. Now the center of the vertical portion represents the hydrogen 
ion concentration when exactly equivalent quantities of sodium hydroxide 
and of acetic acid are present; that is, it represents the conditions when only 
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water and sodium acetate are present. But sodium acetate hydrolyzes 
to some extent in water solution giving rise to undissociated acetic acid and 
thus allowing freedom to an excess number of hydroxide ions. In common 
terms, sodium acetate gives a basic reaction. This reaction is indicated on 
this curve by the fact that the center of the vertical position of the curve is 
at .76 volt, corresponding to a hydrogen ion concentration between 1078 
and 1079. 

For this titration phenolphthalein is usually employed as indicator. 
The concentration of hydrogen ion, at which this indicator changes, is seen 
from Fig. 120¢ to be such that it is well suited for this purpose. It does not 
change color at the neutral point, but it does change at a point corresponding 
to the hydrogen ion concentration of a solution of sodium acetate in water. 
It is therefore the correct indicator for this purpose. Litmus would not 
do. Nor would methyl orange, which changes quite on the acid side of 
neutrality, and is therefore fitted only for titrations of strong acids with 
weak bases, since these give salts which hydrolyze in water to liberate 
hydrogen ions, and thus have an “acid reaction.” 

The Titration of Milk.—The curves on Fig. 120d represent titrations car- 
ried out with a sample of milk at various times. Curve 1 represents the 
addition of tenth-normal sodium hydroxide to 25 cc. of fresh milk. The 
original voltage is .68. The milk is therefore very slightly acid—almost 
imperceptibly so. The true neutral point is reached with 1.5 cc. of alkali, 
but it is doubtful whether this quantity has any actual significance, for the 
steepest rise in the curve comes later at about 5.5 cc. and a voltage of 0.8. 
This is probably the point corresponding to sodium lactate. Thereafter, 
the rise of the curve is more gradual, but the entire curve is notably more 
flattened than the curves of the strong acids heretofore used. This is no 
doubt due to the presence of salts, especially the salts of weak alkalis and 
weak acids like the calcium phosphates. The data obtained from this 
curve are more reliable than those obtained by the usual indicator titrations 
used in commercial laboratories. The first point, for instance, is usually 
determined by the use of litmus, which changes very gradually, and gives a 
much less accurate determination of the actual hydrogen ion concentration. 
The second point is determined by the use of phenolphthalein which changes 
at an acidity corresponding to a voltage of .8. The opacity of milk hinders 
an accurate determination of the color change. 

The same sample of milk was kept on ice and its actual hydrogen ion 
concentration was determined from day to day. The voltage varied as 


follows: 


1034 FOOD INSPECTION AND ANALYSIS. 


Qn: June 1os.-9-2- sce .68 
SLO gasroe na orrceie .66 
Ee Ons hela oer .60 
BES pins ame Sr ee .58 
weal Mio Bake cvea cists ete .56 
sciemeh 24 Saat eee see 54 


After a week, therefore, the acidity had increased so that the milk showed 
a hydrogen ion concentration of about 10~‘, that is, the milk was ten- 
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thousandth normal in actual hydrogen ion concentration. This acidity, 
however, is due to lactic acid which is but slightly dissociated and the total 
acid present is undoubtedly more than this quantity. That this is true is 
shown by curves 2 and 3 of Fig. 120d, which represent titrations carried out 
on this sample on June 23 and June 24 respectively. The general form 
of these curves is the same as that of the first titration on this sample, being, 
however, somewhat more flattened. Total neutralization of the acid is 
reached again at about .8 volt corresponding to 18.6 cc. of alkali on June 
23d. By the next day 22.3 cc. were required to reach the same voltage. 
The difference is a measure of the growth of lactic acid during the twenty- 
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four hours that had elapsed. The original voltage or “ actual acidity ” 
is, however, an equally good measure of the souring of the milk, and can be 
reatily and speedily determined. 

Whe. milk has become sour or when it is rich in cream, the electrode 
tends to become clogged with the solid materials unless it is protected by a 
gauze as suggested above. 

Tea and Coffee.—Fig. 120e represents the titration of samples of tea and 
coffee brews. Coffee is obviously more acid both in its actual hydrogen 
ion concentration, which is fairly high, and in its total acid. ‘The curve 
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for tea,on the other hand, is much flatter and indicates the presence of weaker 
acids and of more basic salts. ‘The interesting portions of these titrations 
are in the voltages lying between 0.6 and 0.8 and the titration should be 
carried on with hundredth-normal alkali instead of with tenth-normal. 
The Acidity of Fruit Juices.—For the titration of fruit juices, these are 
prepared in the usual way by pressing out the juice and straining through a 
fine cloth or filter. In all cases represented here by curves 25 cc. of fruit 
juice were used, though it is possible and often necessary to use a smaller 
quantity. The analyses represented are single instances chosen at random 
and make no claim to adds representative for the different varieties of fruit. 
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Lemon and Strawberry.—Fig. 120f represents the titration of two common 
acid fruits, the lemon and the strawberry. It is noticeable that the actual 
acidity of the strawberry is greater than that of the lemon, being more than 
hundredth-normal. Yet the total acidity of the lemon is almost five times 
that of the strawberry. Twenty-five cc. of fruit juice were taken; hence 
the lemon is almost normal in total acid in that 22 cc. of normal alkali 
were required to neutralize it. The curve for the lemon is a typical curve 
for citric acid. The long sloping portion of the curve running from zero 
to 20 cc. represents the gradual neutralization of the three hydrogens that 
comprise the acid of this fruit. No distinct vertical parts of the curve 
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are noticed because the reaction of the second hydrogen begins before 
that of the first is complete, and that of the third also begins very soon. 
The Citric Fruits.—Fig. 120g shows this same titration of the strawberry 
as executed with one-tenth normal alkali. On the same figure appear the 
curves representing the orange, the grape fruit and the tomato. The straw- 
berry is the most acid of these four fruits, especially in its actual acidity. 
Citric, salicylic and malic acids are present. The total acid of the orange 
is greater than that of the grapefruit though its actual acidity is less. The 
flat appearance of the orange curve marks the presence of other salts. The 
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general slanting appearance of the tomato curve is explained by the complex- 
ity of its acid constituents. 
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It will be noted of all these titrations that the acids are weak and other 
salts are plentiful. The abrupt rise at the very beginning of the curve always 
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points to the presence of an undissociated acid. In every case the center 
of the vertical portion of the curve lies on the alkaline side of the neutrality 
line. The exact position of this point would be a means of identifying the 
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acid present, for the weaker the acid the higher is the voltage given by 
the sodium salt in water. So many acids and other salts are present, 
however, that the curves show much “ buffer action,” i.e., they show few 
sharp flexions and it is not casy to locate the point of equivalence. For the 
same reason, however, any indicator would give only an arbitrary and 
empirical value of the equivalence point, and is even less well adapted to 
showing what is really present. 

The Malic Frwits.—Fig. 120h represents the malic fruits. Of these the 
peach is most acid (though this may possibly have been due to the use of an 
unripe sample in this analysis). The apple and the cherry have the same 
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actual acidity, but are widely different in the total amounts of acid avail- 
able. The curve for the apple is a simple curve indicating the presence of 
only one type of acid and few salts. The plum and the cherry curves are 
extraordinarily flat and hence these fruits are complex in their constitution. 
The banana, as is well known, is among the least acid of the common 
fruits. : 

The Effect of Ripening.—Fig. 1207 finally shows the effect of ripening in 
decreasing the fruit acidity. Here Curves 1 and 2 represent juice from two 
samples of Valencia orange, one of which was kept on ice for a week while 
the other was kept at room temperature. The marked change in acidity 
shows an effectual ripening in the second case. Precisely the same is shown 
by Curves 3 and 4 of this figure, which represents a similar experiment with 
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two samples of Redlands orange. The peaches represented in Fig. 120k 
appeared to be ripe but the curve indicates unripeness since this fruit is 
not usually so acid. Ripeness is thus a factor that needs to be determined 
before such a curve can be considered representative for any fruit. Finally, 
this hydrogen electrode method is a useful means of determining 
ripeness. 


APPENDIX. 


THE FOOD AND DRUGS ACT, JUNE 30, 1906, AS AMENDED AUGUST 23, 1912 
AND MARCH 3, 1913. 


AN ACT For PREVENTING THE MANUFACTURE, SALE, OR TRANSPORTATION OF ADULTERATED 
OR MISBRANDED OR POISONOUS OR DELETERIOUS FOODS, DRUGS, MEDICINES, AND LIQUORS, 
AND FOR REGULATING TRAFFIC THEREIN, AND FOR OTHER PURPOSES. 


Be it enacted by the Senate and House of Representatives of the United States of America 
in Congress assembled, That it shall be unlawful for any person to manufacture within 
any Territory or the District of Columbia any article of food or drug which is adulterated 
or misbranded, within the meaning of this Act; and any person who shall violate any 
of the provisions of this section shall be guilty of a misdemeanor, and for each offense shall, 
upon conviction thereof, be fined not to exceed five hundred dollars or shall be sentenced 
to one year’s imprisonment, or both such fine and imprisonment, in the discretion of the 
court, and for each subsequent offense and conviction thereof shall be fined not less than 
one thousand dollars or sentenced to one year’s imprisonment, or both such fine and imprison- 
ment, in the discretion of the Court. 

Sec. 2. That the introduction into any State or Territory or the District of Colum- 
bia from any other State or Territory or the District of Columbia, or from any foreign coun- 
try, or shipment to any foreign country of any article of food or drugs which is adulterated 
or misbranded, within the meaning of this Act, is hereby prohibited; and any person who 
shall ship or deliver for shipment from any State or Territory or the District of Columbia 
to any other State or Territory or the District of Columbia, or to a foreign country, or 
who shall receive in any State or Territory or the District of Columbia from any other 
State or Territory or the District of Columbia, or foreign country, and having so received, 
shall deliver, in original unbroken packages, for pay or otherwise, or offer to deliver to 
any other person, any such article so adulterated or misbranded within the meaning of this 
Act, or any person who shall sell or offer for sale in the District of Columbia or the Ter- 
ritories of the United States any such adulterated or misbranded foods or drugs, or export 
or offer to export the same to any foreign country, shall be guilty of a misdemeanor, and 
for such offense be fined not exceeding two hundred dollars for the first offense, and upon 
conviction for each subsequent offense not exceeding three hundred dollars or be imprisoned . 
not exceeding one year, or both, in the discretion of the court: Provided, That no article 
shall be deemed misbranded or adulterated within the provisions of this Act when intended 
for export to any foreign country and prepared or packed according to the specifications 
or directions of the foreign purchaser when no substance is used in the preparation or pack- 
ing thereof in conflict with the laws of the foreign country to which said article is intended 
to be shipped; but if said article shall be in fact sold or offered for sale for domestic use 
or consumption, then this proviso shall not exempt said article from the operation of any 
of the other provisions of this Act. 

SEC. 3. That the Secretary of the Treasury, the Secretary of Agriculture, and the 
Secretary of Commerce and Labor shall make uniform rules and regulations for carrying 
out the provisions of this act, including the collection and examination of specimens of 
foods and drugs manufactured or offered for sale in the District of Columbia, or in any 
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Territory of the United States, or which shall be offered for sale in unbroken packages in 
any State other than that in which they shall have been respectively manufactured or pro- 
duced, or which shall be received from any foreign country, or intended for shipment to any 
foreign country, or which may be submitted for examination by the chief health, food, or 
drug officer of any State, Territory, or the District of Columbia, or at any domestic or foreign 
port through which such product is offered for interstate commerce, or for export or import 
between the United States and any foreign port or country. 

Sec. 4. That the examinations of specimens of foods and drugs shall be made in the 
Bureau of Chemistry of the Department of Agriculture, or under the direction and super- 
vision of such Bureau, for the purpose of determining from such examinations whether 
such articles are adulterated or misbranded within the meaning of this Act; and if it shall 
appear from any such examination that any of such specimens is adulterated or misbranded 
within the meaning of this Act, the Secretary of Agriculture shall cause notice thereof to 
be given to the party from whom such sample was-obtained. Any party so notified shall 
be given an opportunity to be heard, under such rules and regulations as may be prescribed 
as aforesaid, and if it appears that any of the provisions of this Act have been violated 
by such party, then the Secretary of Agriculture shall at once certify the facts to the 
proper United States district attorney, with a copy of the results of the analysis or the 
examination of such article duly authenticated by the analyst or officer making such 

_ examination, under the oath of such officer. After judgment of the court, notice shall be 
given by publication in such manner as may be prescribed by the rules and regulations 
aforesaid. 

Src. 5. That it shall be the duty of each district attorney to whom the Secretary of 
Agriculture shall report any violation of this Act, or to whom any health or food or drug 
officer or agent of any State, Territory, or the District of Columbia shall present satisfactory 
evidence of any such violation, to cause appropriate proceedings to be commenced and 
prosecuted in the proper courts of the United States, without delay, for the enforcement 
of the penalties as in such case herein provided. 

Sec. 6. That the term “drug,” as used in this Act, shall include all medicines and 
preparations recognized in the United States Pharmacopceia or National Formulary for 
internal or external use, and any substance or mixture of substances intended to be used 
for the cure, mitigation, or prevention of disease of either man or other animals. The 
term “food,” as used herein, shall include all articles used for food, drink, confectionery, 
or condiment by man or other animals, whether simple, mixed, or compound. 

SEc. 7. That for the purposes of this Act an article shall be deemed to be adulterated: 

In case of drugs: ? 

__ First. If, when a drug is sold under or by a name recognized in the United States Phar- 
macopeeia or National Formulary, it differs from the standard of strength, quality, or 
purity, as determined by the test laid down in the United States Pharmacopceia or National 
Formulary official at the time of investigation: Provided, That no drug defined in the United 
States Pharmacopceia or National Formulary shall be deemed to be adulterated under this 
provision if the standard of strength, quality, or purity be plainly stated upon the bottle, 
box, or other container thereof although the standard may differ from that determined by 
the test laid down in the United States Pharmacopceia or National Formulary. 

Second. If its strength or purity fall below the professed standard or quality under 
which it is sold. 

In the case of confectionery: 


if it contain terra alba, barytes, talc, chrome yellow, or other mineral substance or 
poisonous color or flavor, or other ingredient deleterious or detrimental to health, or any 
vinous, malt, or spirituous liquor or compound or narcotic drug. 

In the case of food: 


APPENDIX. 1043 


First. If any substancé has been mixed and packed with it so as to reduce or lower or 
injuriously affect its quality or strength. 

Second. If any substance has been substituted wholly or in part for the article. 

Third. If any valuable constituent of the article has been wholly or in part abstracted. 

Fourth. If it be mixed, colored, powdered, coated, or stained in a manner whereby 
damage or inferiority is concealed. 

Fifth. If it contain any added posionous or other added deleterious ingredient which 
may render such article injurious to health: Provided, That when in the preparation of food 
products for shipment they are preserved by any external application applied in such manner 
that the preservative is necessarily removed mechanically, or by maceration in water, or 
otherwise, and directions for the removal of said preservative shall be printed on the cov- 
ering or the package, the provisions of this Act shall be construed as applying only when said 
products are ready for consumption. ‘ 

Sixth. If it consists in whole or in part of a filthy, decomposed, or putrid animal or 
vegetable substance, or any portion of an animal unfit for food, whether manufactured or 
not, or if it is the product of a diseased animal, or one that has died otherwise than by 
slaughter. 

Sec. 8. That the term ‘“‘ misbranded,” as used herein, shall apply to all drugs, or articles 
of food, or articles which enter into the composition of food, the package or label of which 
shall bear any statement, design, or device regarding such article, or the ingredients or 
substances contained therein which shall be false or misleading in any particular, and to 
any food or drug product which is falsely branded as to the State, Territory, or country in 
which it is manufactured or produced. 

That for the purposes of this Act an article shall also be deemed to be misbranded: 

In case of drugs: 

First. If it be an imitation of or offered for sale under the name of another article. 

Second. If the contents of the package as originally put up shall have been removed, 
in whole or in part, and other contents shall have been placed in such package, or if the 
package fail to bear a statement on the label of the quantity or proportion of any alcohol, 
morphine, opium, cocaine, heroin, alpha or beta eucaine, chloroform, cannabis indica. 
chloral hydrate, or acetanilide, or any derivative or preparation of any such substances 

-contained therein. 

Third.* If its package or label shall bear or contain any statement, design, or device 
regarding the curative or theraupetic effect of such article or any of the ingredients or sub- 
stances contained therein, which is false and fraudulent. 

In the case of food: 

First. If it be an imitation of or offered for sale under the distinctive name of another 
article. ; 

Second. If it be labeled or branded so as to deceive or mislead the purchaser, or pur- 
port to be a foreign product when not so, or if the contents of the package as originally 
put up shall have been removed in whole or in part and other contents shall have been 
placed in such package, or if it fail to bear a statement on the label of the quantity or propor- 
tion of any morphine, opium, cocaine, heroin, alpha or beta eucaine, chloroform, cannabis 
indica, chloral hydrate, or acetanilide, or any derivative or preparation of any of such sub- 
stances contained therein. 

Third.t If in package form, the quantity of the contents be not plainly and con- 
spicuously marked on the outside of the package in terms of weight, measure, or numer- 
ical count: Provided, however, That reasonable variations shall be permitted, and _toler- 
ances and also exemptions as to small packages shall be established by rules and 


* This paragraph constitutes the amendment of August 23, 1912. 
{ This paragraph is as amended March 3, 1913. 
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regulations made in accordance with the provisions of Section three of this Act. That 
this Act shall take effect and be in force from and after its: passage: Provided, however, 
That no penalty of fine, imprisonment, or confiscation shall be enforced for any violation 
of its provisions as to domestic products prepared or foreign products imported prior to 
eighteen months after its passage. 

Fourth. If the package containing it or its label shall bear any statement, design, or 
device regarding the ingredients or the substances contained therein, which statement, 
design, or device shall be false or misleading in any particular: Provided, That an article 
of food which does not contain any added poisonous or deleterious ingredients shall not 
be deemed to be adulterated or misbranded in the following cases: 

First. In the case of mixtures or compounds which may be now or from time to time 
hereafter known as articles of food, under their own distinctive names, and not an imitation 
of or offered for sale under the distinctive name of another article, if the name be accom- 
panied on the same label or brand with a statement of the place where said article has been 
manufactured or produced. 

Second. In the case of articles labeled, branded, or tagged so as to plainly indicate 
that they are compounds, imitations, or blends, and the word “ compound,” “ imitation,” 

r “blend,” as the case may L, is plainly stated on the package in which it is offered for 
sale: Provided, That the term blend as used herein shall be construed to mean a mixture 
of like substances, not excluding harmless coloring or flavoring ingredients used for the pur- 
pose of coloring and flavoring only: And provided further, That nothing in this Act shall 
be construed as requiring or compelling proprietors or manufacturers of proprietary foods 
which contain no unwholesome added ingredient to disclose their trade formulas, except 
in so far as the provisions of this Act may require to secure freedom from adulteration or 
misbranding. 

Sec. 9. That no dealer shall be prosecuted under the provisions of this Act when he 
can establish a guaranty signed by the wholesaler, jobber, manufacturer, or other party 
residing in the United States, from whom he purchases such articles, to the effect that 
the same is not adulterated or misbranded within the meaning of this Act, designating it. 
Said guaranty, to afford protection, shall contain the name and address of the party or 
parties making the sale of such articles to such dealer, and in such case said party or parties 
shall be amenable to the prosecutions, fines, and other penalties which would attach, in’ 
due course, to the dealer under the provisions of this Act. 

SEc. 10. That any article of food, drug, or liquor that is adulterated or misbranded 
within the meaning of this Act, and is being transported from one State, Territory, District, 
or insular possession to another for sale, or, having been transported, remains unloaded, 
unsold, or in original unbroken packages, or if it be sold or offered for sale in the District 
of Columbia or the Territories, or insular possessions of the United States, or if it be imported 
from a foreign country for sale, or if it is intended for export to a foreign country, shall be 
liable to be proceeded against in any district court of the United States within the district 
where the same is found, and seized for confiscation by a process of libel for condemnation. 
And if such article is condemned as being adulterated or misbranded, or of a poisonous or 
deleterious character, within the meaning of this Act, the same shall be disposed of by destruc- 
tion or sale, as the said court may direct, and the proceeds thereof, if sold, less the legal 
costs and charges, shall be paid into the Treasury of the United States, but such goods 
shall not be sold in any jurisdiction contrary to the provisions of this Act or the laws of 
that jurisdiction: Provided however, That upon the payment of the costs of such libel pro- 
ceedings and the execution and delivery of a good and sufficient bond to the effect that such 
articles shall not be sold or otherwise disposed of contrary to the provisions of this Act, 
or the laws of any State, Territory, District, or insular possession, the court may by order 
direct that such articles be Se to the owner thereof, The proceedings of such libel 
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cases shall conform, as near as may be, to the proceedings in admiralty, except that either 
party may demand trial by jury of any issue of fact joined in any such case, and all such 
proceedings shall be at the suit of and in the name of the United States. 

Sec. 11. The Secretary of the Treasury shall deliver to the Secretary of Agriculture, 
upon his request from time to time, samples of foods and drugs which are being imported 
into the United States or offered for import, giving notice thereof to the owner or consignee, 
who may appear before the Secretary of Agriculture, and have the right to introduce 
testimony, and if it appear from the examination of such samples that any article of food 
or drug offered to be imported into the United States is adulterated or misbranded within 
the meaning of this Act, or is otherwise dangerous to the health of the people of the United 
States, or is of a kind forbidden entry into, or forbidden to be sold or restricted in sale 
in the country in which it is made or from which it is exported, or is otherwise falsely labeled 
in any respect, the said article shall be refused admission, and the Secretary of the Treasury 
shall refuse delivery to the consignee and shall cause the destruction of any goods refused 
delivery which shall not be exported by the consignee within three months from the date 
of notice of such refusal under such regulations as the Secretary of the Treasury may pre- 
scribe: Provided, That the Secretary of the Treasury may deliver to the consignee such 
goods pending examination and decision in the matter on execution of a penal bond for the 
amount of the full invoice value of such goods, together with the duty thereon, and on refusal 
to return such goods for any cause to the custody of the Secretary of the Treasury, when 
demanded, for the purpose of excluding them from the country, or for any other purpose, 
said consignee shall forfeit the full amount of the bond: And provided further, That all 
charges for storage, cartage, and labor on goods which are refused admission or delivery 
shall be paid by the owner or consignee, and in default of such payment shall constitute a 
lien against any future importation made by such owner or consignee. 

Src. 12. That the term “ Territory ” as used in this Act shall include the insular pos- 
sessions of the United States. The word “ person” as used in this Act shall be construed 
to import both the plural and the singular, as the case demands, and shall include corpora- 
tions, companies, societies and associations. When construing and enforcing the provisions 
of this Act, the act, omission, or failure of any officer, agent, or other person acting for or 
employed by any corporation, company, society, or association, within the scope of his 
employment or office, shall in every case be also deemed to be the act, omission, or failure 
of such corporation, company, society, or association as well as that of the person. 

Sec. 13. That this Act shall be in force and effect from and after the first day of January, 
nineteen hundred and seven. 


THE MEAT-INSPECTION LAW. 


FEXTRACT FROM AN ACT OF CONGRESS ENTITLED ‘‘ AN ACT MAKING APPROPRIATIONS FOR THE 
DEPARTMENT OF AGRICULTURE FOR THE FISCAL YEAR ENDING JUNE THIRTIETH, NINE- 
TEEN HUNDRED AND SEVEN,’”’ APPROVED JUNE 30, 1906, 


That for the purpose of preventing the use in interstate or foreign commerce, as herein- 
after provided, of meat and meat food products which are unsound, unhealthful, unwhole- 
some, or otherwise unfit for human food, the Secretary of Agriculture, at his discretion, 
may cause to be made, by inspectors appointed for that purpose, an examination and 
inspection of all cattle, sheep, swine, and goats before they shall be allowed to enter into 
any slaughtering, packing, meat-canning, rendering, or similar establishment, in which they © 
are to be slaughtered and the meat and meat food products thereof are to be used in inter- 
state or foreign commerce; and all cattle, swine, sheep, and goats found on such inspection to 
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show symptoms of disease shall be set apart and slaughtered separately from all other cattle, 
sheep, swine, or goats, and when so slaughtered the carcasses of said cattle, sheep, swine, 
or goats shall be subject to a careful examination and inspection, all as provided by the 
rules and regulations to be prescribed by the Secretary of Agriculture as herein provided for. 

That for the purposes hereinbefore set forth the Secretary of Agriculture shall cause 
to be made by inspectors appointed for that purpose, as hereinafter provided, a post-mortem 
examination and inspection of the carcasses and parts thereof of all cattle, sheep, swine, 
and goats to be prepared for human consumption at any slaughtering, meat-canning, salt- 
ing, packing, rendering, or similar establishment in any State, Territory, or the District 
of Columbia for transportation or sale as articles of interstate or foreign commerce, and 
the carcasses and parts thereof of all such animals found to be sound, healthful, wholesome, 
and fit for human food shall be marked, stamped, tagged, or labeled as “ Inspected and 
Passed;” and said inspectors shall label, mark, stamp, or tag as “ Inspected and Con- 
demned,”’-all carcasses and parts thereof of animals found to be unsound, unhealthful, 
unwholesome, or otherwise unfit for human food; and all carcasses and parts thereof thus 
inspected and condemned shall be destroyed for food purposes by the said establishment 
in the presence of an inspector, and the Secretary of Agriculture may remove inspectors 
from any such establishment which fails to so destroy any such condemned carcass or part 
thereof, and said inspectors, after said first inspection shall, when they deem it necessary, 
reinspect said carcasses or parts thereof to determine whether since the first inspection the 
same have become unsound, unhealthful, unwholesome, or in any way unfit for human 
food, and if any carcass or any part thereof shall, upon examination and inspection subse- 
quent to the first examination and inspection, be found to be unsound, unhealthful, unwhole- 
some, or otherwise unfit for human food, it shall be destroyed for food purposes by the 
said establishment in the presence of an inspector, and the Secretary of Agriculture may 
remove inspectors from any establishment which fails to so destroy any such condemned 
carcass or part thereof. 

The foregoing provisions shall apply to all carcasses or parts of carcasses of cattle, 
sheep, swine, and goats, or the meat or meat products thereof which may be brought into 
any slaughtering, meat-canning, salting, packing, rendering, or similar establishment, and 
such examination and inspection shall be had before the said carcasses or parts thereof 
shall be allowed to enter into any department wherein the same are to be treated and pre- 
pared for meat food products; and the foregoing provisions shall also apply to all such 
products which, after having been issued from any slaughtering, meat-canning, salting, 
packing, rendering, or similar establishment, shall be returned to the same or to any similar 
establishment where such inspection is maintained. 

That for the purposes hereinbefore set forth the Secretary of Agriculture shall cause 
to be made by inspectors appointed for that purpose an examination and inspection of 
all meat food products prepared for interstate or foreign commerce in any slaughtering, 
meat-canning, salting, packing, rendering, or similar establishment, and for the purposes 
of any examination and inspection said inspectors shall have access at all times, by day 
or night, whether the establishment be operated or not, to every part of said establishment; 
and said inspectors shall mark, stamp, tag, or label as “ Inspected and Passed” all such 
products found to be sound, healthful, and wholesome, and which contain no dyes, chemicals, 
preservatives, or ingredients which render such meat or meat food products unsound, 
unhealthful, unwholesome, or unfit for human food; and said inspectors shall label, mark, 
_ stamp, or tag as “ Inspected and Condemned ” all such products found unsound, unhealth- 

ful, and unwholesome, or which contain dyes, chemicals, preservatives, or ingredients which 
render such meat or meat food products unsound, unhealthful, unwholesome, or unfit for 
human food, and all such condemned meat food products shall be destroyed for food pur- 
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poses, as hereinbefore provided, and the Secretary of Agriculture may remove inspectors 
from any establishment which fails to so destroy such condemned meat food products: 
Provided, That, subject to the rules and regulations of the Secretary of Agriculture, the pro- 
visions hereof in regard to preservatives shall not apply to meat food products for export 
to any foreign country and which are prepared or packed according to the specifications or 
directions of the foreign purchaser, when no substance is used in the preparation ‘or packing 
thereof in conflict with the laws of the foreign country to which said article is to be exported; 
but if said article shall be in fact sold or offered for sale for domestic use or consumption, 
then this proviso shall not exempt said article from the operation of all the other provisions 
of this act. 

That when any meat or meat food product prepared for interstate or foreign com- 
merce which has been inspected as hereinbefore provided and marked ‘Inspected and 
Passed ” shall be placed or packed in any can, pot, tin, canvas, or other receptacle or cover- 
ing in any establishment where inspection under the provisions of this act is maintained, 
the person, firm, or corporation preparing said product shall cause a label to be attached 
to said can, pot, tin, canvas, or other receptacle or covering, under the supervision of an 
inspector, which label shall state that the contents thereof have been “ Inspected and 
Passed ”’ under the provisions of this act; and no inspection and examination of meat or 
meat food products deposited or inclosed in cans, tins, pots, canvas, or other receptacle or 
covering in any establishment where inspection under the provisions of this act ismaintained 
shall be deemed to be complete until such meat or meat food products have been sealed or 
inclosed in said can, tin, pot, canvas, or other receptacle or covering under the supervision of 
an inspector, and no such meat or meat food products shall be sold or offered for sale by 
any person, firm, or corporation in interstate or foreign commerce under any false or deceptive 
name; but established trade name or names which are usual to such products and which 
are not false and deceptive and which shall be approved by the Secretary of Agriculture are 
permitted. 

The Secretary of Agriculture shall cause to be made, by experts in sanitation or by other 
competent inspectors, such inspection of all slaughtering, meat-canning, salting, packing, 
rendering, or similar establishments in which cattle, sheep, swine, and goats are slaughtered 
and the meat and meat food products thereof are prepared for interstate or foreign commerce 
as may be necessary to inform himself concerning the sanitary conditions of the same, and to 
prescribe the rules and regulations of sanitation under which such establishments shall be 
maintained; and where the sanitary conditions of any such establishment are such that 
the meat or meat food products are rendered unclean, unsound, unhealthful, unwholesome, 
or otherwise unfit for human food, he shall refuse to allow said meat or meat food products 
to be labeled, marked, stamped, or tagged as “ Inspected and Passed.” 

That the Secretary of Agriculture shall cause an examination and inspection of all cattle, 
sheep, swine, and goats, and the food products thereof, slaughtered and prepared in the 
establishments hereinbefore described for the purposes of interstate or foreign commerce 
to be made during the nighttime as well as during the daytime when the slaughtering of said 
cattle, sheep, swine, and goats, or the preparation of said food products is conducted during 
the nighttime. 

That on and after October first, nineteen hundred and six, no person, firm, or corpora- 
tion shall transport or offer for transportation, and no carrier of interstate or foreign commerce 
shall transport or receive for transportation from one State or Territory or the District of 
Columbia to any other State or Territory or the District of Columbia, or to any place under 
the jurisdiction of the United States, or to any foreign country, any carcasses or parts thereof, 
meat, or meat food products thereof which have not been inspected, examined, and marked 
as “ Inspected and Passed,” in accordance with the terms of this act and with the rules and 


1048 FOOD INSPECTION AND ANALYSIS. 


regulations prescribed by the Secretary of Agriculture: Provided, That all meat and meat 
food products on hand on October first, nineteen hundred and six, at establishments where 
inspection has not been maintained, or which have been inspected under existing law, shall 
be examined and labeled under such rules and regulations as the Secretary of Agriculture 
shall prescribe, and then shall be allowed to be sold in interstate or foreign commerce. 

That no person, firm, or corporation, or officer, agent, or employee thereof, shall forge, 
counterfeit, simulate, or falsely represent, or shall without proper authority use, fail to use, 
or detach, or shall knowingly or wrongfully alter, deface, or destroy, or fail to deface or 
destroy, any of the marks, stamps, tags, labels, or other identification devices provided for 
in this act, or in and as directed by the rules and regulations prescribed hereunder by the 
Secretary of Agriculture, on any carcasses, parts of carcasses, or the food product, or containers 
thereof, subject to the provisions of this act, or any certificate in relation thereto, authorized 
or required by this act or by the said rules and regulations of the Secretary of Agriculture. 

That the Secretary of Agriculture shall cause to be made a careful inspection of all 
cattle, sheep, swine, and goats intended and offered, for export to foreign countries at 
such times and places, and in such manner as he may deem proper, to ascertain whether 
such cattle, sheep, swine, and goats are free from disease. 

And for this purpose he may appoint inspectors who shall be authorized to give an 
official certificate clearly stating the condition in which such cattle, sheep, swine, and goats 
are found. 

And no clearance shall be given to any vessel having on board cattle, sheep, swine, or 
goats for export to a foreign country until the owner or shipper of such cattle, sheep, swine, 
or goats has a certificate from the inspector herein authorized to be appointed, stating that 
the said cattle, sheep, swine, or goats are sound and healthy, or unless the Secretary of 
Agriculture shall have waived the requirement of such certificate for export to the particular 
country to which such cattle, sheep, swine, or goats are to be exported. 

That the Secretary of Agriculture shall also cause to be made a careful inspection of the 
carcasses and parts thereof of all cattle, sheep, swine, and goats, the meat of which, fresh, 
salted, canned, corned, packed, cured, or otherwise prepared, is intended and offered for 
export to any foreign country, at such times and places and in such manner as he may deem 
proper. 

And for this purpose he may appoint inspectors who shall be authorized to give an official 
certificate stating the condition in which said cattle, sheep, swine, or goats, and the meat 
thereof, are found. 

And no clearance shall be given to any vessel having on board any fresh, salted, canned, 
corned, or packed beef, mutton, pork, or goat meat, being the meat of animals killed after 
the passage of this act, or except as hereinbefore provided for export to and sale in a foreign 
country from any port in the United States. until the owner or shipper thereof shall obtain 
from an inspector appointed under the provisions of this act a certificate that the said cattle, 
sheep, swine, and goats were sound and healthy at the time of inspection, and that their 
meat is sound and wholesome, unless the Secretary of Agriculture shall have waived the 
requirements of such certificate for the country to which said cattle, sheep, swine and goats or 
meats are to be exported. 

That the inspectors provided for herein shall be authorized to give official certificates 
of the sound and wholesome condition of the cattle, sheep, swine, and goats, their carcasses 
and products as herein described, and one copy of every certificate granted under the pro- 
visions of this act shall be filed in the Department of Agriculture, another copy shall be 
delivered to the owner or shipper, and when the cattle, sheep, swine, and goats or their 


carcasses and products are sent abroad, a third copy shall be delivered to the chief officer 
of the vessel on which the shipment shall be made. 
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That no person, firm, or corporation engaged in the interstate commerce of meat or meat 
food products shall transport or offer for transportation, sell or offer to sell any such meat 
or meat food products in any State or Territory or in the District of Columbia or any place 
under the jurisdiction of the United States, other than in the State or Territory or in the 
District of Columbia or any place under the jurisdiction of the United States in which the 
slaughtering, packing, canning, rendering, or other similar establishment owned, leased, 
operated by said firm, person, or corporation is located unless and until said person, firm, 
or corporation shall have complied with all of the provisions of this act. 

That any person, firm, or corporation, or any officer or agent of any such person, firm, 
or corporation, who shall violate any of the provisions of this act shall be deemed guilty 
of a misdemeanor, and shall be punished on conviction thereof by a fine of not exceeding 
ten thousand dollars or imprisonment for a period not more than two years, or by both 
such fine and imprisonment, in the discretion of the court. 

That the Secretary of Agriculture shall appoint from time to time inspectors to make 
examination and inspection of all cattle, sheep, swine, and goats, the inspection of which is 
hereby provided for, and of all carcasses and parts thereof, and of all meats and meat food 
products thereof, and of the sanitary conditions of all establishments in which such meat 
and meat food products hereinbefore described are prepared; and said inspectors shall 
refuse to stamp, mark, tag, or label any carcass or any part thereof, or meat food product 
therefrom, prepared in any establishment hereinbefore mentioned, until the same shall 
have actually been inspected and found to be sound, healthful, wholesome, and fit for human 
food, and to contain no dyes, chemicals, preservatives, or ingredients which render such 
meat food product unsound, unhealthful, unwholesome, or unfit for human food; and to 
have been prepared under proper sanitary conditions, hereinbefore provided for; and shall 
perform such other duties as are provided by this act and by the rules and regulations to be 
prescribed by said Secretary of Agriculture; and said Secretary of Agriculture shall, from 
time to time, make such rules and regulations as are necessary for the efficient execution of 
the provisions of this act, and all inspections and examinations made under this act shall 
be such and made in such manner as described in the rules and regulations prescribed by 
said Secretary of Agriculture not inconsistent with the provisions of this act. 

That any person, firm, or corporation, or any agent or employee of any person, firm, 
or corporation, who shall give, pay, or offer, directly or indirectly, to any inspector, deputy 
inspector, chief inspector, or any other officer or employee of the United States authorized 
to perform any of the duties prescribed by this act or by the rules and regulations of the 
Secretary of Agriculture any money or other thing of value, with intent to influence said 
inspector, deputy inspector, chief inspector, or other officer or employee of the United States 
in the discharge of any duty herein provided for, shall be deemed guilty of a felony and, upon 
conviction thereof, shall be punished by a fine not less than five thousand dollars nor more 
than ten thousand dollars and by imprisonment not less than one year nor more than three 
years; and any inspector, deputy inspector, chief inspector, or other officer or employee of 
the United States authorized to perform any of the duties prescribed by this act who shall 
accept any money, gift, or other thing of value from any person, firm, or corporation, or 
officers, agents, or employees thereof, given with intent to influence his official action, or who 
shall receive or accept from any person, firm, or corporation engaged in interstate or foreign 
commerce any gift, money, or other thing of value given with any purpose or intent what- 
soever, shall be deemed guilty of a felony and shall, upon conviction thereof, be summarily 
discharged from office and shall be punished by a fine not less than one thousand dollars nor 
more than ten thousand dollars and by imprisonment not less than one year nor more than 


three years. 
That the provisions of this act requiring inspection to be made by the Secretary of 
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Agriculture shall not apply to animals slaughtered by any farmer on the farm and sold and 
transported as interstate or foreign commerce, nor to retail butchers and retail dealers in 
meat and meat food products, supplying their customers: Provided, That if any person shall 
sell or offer for sale or transportation for interstate or foreign commerce any meat or meat 
food products which are diseased, unsound, unhealthful, unwholesome, or otherwise unfit 
for human food, knowing that such meat food products are intended for human consump- 
tion, he shall be guilty of a misdemeanor, and on conviction thereof shall be punished by a 
fine not exceeding one thousand dollars or by imprisonment for a period of not exceeding 
one year, or by both such fine and imprisonment: Provided also, That the Secretary of Agri- 
culture is authorized to maintain the inspection in this act provided for at any slaughtering, 
meat canning, salting, packing, rendering, or similar establishment notwithstanding this 
exception, and that the persons operating the same may be retail butchers and retail dealers 
or farmers; and where the Secretary of Agriculture shall establish such inspection then 
the provisions of this act shall apply notwithstanding this exception. 

That there is permanently appropriated, out of any money in the Treasury not other- 
wise appropriated, the sum of three million dollars, for the expenses of the inspection of 
cattle, sheep, swine, and goats and the meat and meat food products thereof which enter 
into interstate or foreign commerce and for all expenses necessary to carry into effect the 
provisions of this act relating to meat inspection, including rent and the employment of labor 
in Washington and elsewhere, for each year. And the Secretary of Agriculture shall, in his 
annual estimates made to Congress, submit a statement in detail, showing the number of 
persons employed in such inspections and the salary or per diem paid to each, together with 
the contingent expenses of such inspectors and where they have been and are employed. 


INDEX. 


Abbé construction, 95 
influence of temperature, 96 
manipulation, 95 
refractometer, 86, 94 
Abrastol, 903 
Absinthe, 787 
Acetanilide in vanilla extract, 918 
tests for, 925, 926 
Acetic acid, 38, 788 
Acetyl value, 514 
Achroodextrine, 598 
Acid fuchsin, 815, 831, 837, 838, 845, 851, 
854, 868 
test for, 845 
green, 826 
magenta, see Acid fuchsin 
violet N, 856, 873 
yellow G, 815, 837, 847, 854, 868 
Acidity determination by hydrogen elec- 
trode, 1021 
apparatus for, 1025 
calomel electrode for, 1028 
electricalinstruments for, 1029 
hydrogen electrode, 1027 
principle of method, 1022 
theory of method, 1024 
titration, 1030 
of coffee, 1035 
fruit juices, 1037 
milk, 1033 
tea, 1035 
typical curves, 1030 
Acidity determination by standard solutions, 
24-27 
Acids, fatty, 497, 501, 518, 529 
of acetic series, 486 
clupanodonic series, 487 
linolenic series, 487 
linolic series, 487 
oleic series, 487 


Acids, mineral, in vinegar, 797 
organic, 38, 982, 983, 1008, 1009 
Ackermann and Steinmann table for alcohol 
from refraction, 748 
Ackermann table for extract from refraction, 
755 
Adams fat method, 122 
Adenine, 35, 205 
“ Aerated ” butter, 563 
Agar agar, in jelly, 991, 1002 
Aging of liquors, 764, 765 
Alanine, 35 
Alantoin, 308 
Albrech lemon color method, 936 
Albumin, acid, 33 
alkali, 33 
egg, 270 
meat extract, 246, 247, 248, 249 
determination, 254 
milk, t10 
determination, 133 
muscle, 205, 206 
determination, 229 
Albuminoids, 31 
Albumins, 30, 306 
Albumose, 33, 254 
Alcannin, 852 
Alcohol, detection, 686 
determination, 687 
by distillation, 681, 687 
ebullioscope, 704 
evaporation, 689 
from refraction, 747 
specific gravity, 688 
extract of spices, 424 
in malt liquors, 747 
methyl, 781, 935 
preparation of, 763 
stills, 688 
tables, 690, 748 
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Alcoholic beverages, 682. See also Liquors. 
fermentation, 682 
Aldehydes, determination, 777 
Aldoses, 36 
Ale, 740, 741, 743) 745- 
ginger, 1or2 
Aleurone, 77 
Alizarin, 815, 832, 856, 872 
blue, 857, 873 
red, 855. 871 
Alkaloids, 29, 35, 759 
Alkanna tincture, 79 
Allantoin, 308 
Allen-Marquardt fusel oil method, 779 
Allihn sugar method, 632 
table, 633, 634 
Allspice, 434 
adulteration, 438 
composition of, 434. 
methods of analysis. See Spices and 
Cloves. 
microscopy, 436 
standard, 438 
tannin in, 435 
Almond extract, 942 
adulteration of, 943 
alcohol in, 943, 946 
benzaldehyde in, 942, 944, 
945 
hydrocyanic acid in, 942, 
946 
methods of analysis, 945 
alcohol, 946 
benzaldehyde, 944, 945 
hydrocyanic acid, 946 
nitrobenzol, 945 
nitrobenzol in, 943, 945 
standards, 943 
meal, 375 
Almonds, bitter, oil of, 942 
composition of, 284 
Alum in baking powder, 350, 351, 352, 360 
bread, 342 
flour, 324, 334 
pickles, 986 
wine, 725 
Alumina, determination of, 312, 361 
Aluminum salts in baking powder, 350, 351 
cream of tartar, 348 
Amagat and Jean refractometer, 86 


See also Beer. 
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| Amandin, 31 


Amaranth, 815, 834, 837, 851, 854, 868 
Amides, 29, 34, 308 
Amines, 29 
Amino acids, 29, 35 
determination, 63 
compounds in milk, rro 
determination, 133 
Ammonia, determination, 62 
in baking powder, 349, 350, 362 
foods, 29, 35 
milk, 133 
Ammonium fluoride, 901 
Amthor caramel test, 784 
Amygdalin, 35 
Amylodextrin, 598 
Amyloid, 78, 79 
Analyst, functions of, 3, 4 
Angostura, 786, 787 
Anilin orange, 160, 162 
yellow, 858, 875 
Animal diastase, 293 
Anise extract, standards, 949 
oil, standards, 950 
Anisette, 787 . 
Annatto, 815, 819, 823, 849 
in butter, 557, 558, 559 
milk, 161, 162 
Antiseptic. See Preservatives. 
Apiose, 36 
Apparatus, 18 
Apple butter, 986 
essence, imitation, 955 
juice, 707, 709 
pulp, detection, 1002 
Apples, composition of, 283, 284, 993 
Apricots, composition of, 283 
Araban, 38, 294 
Arabinose, 36, 294 
Arachidic acid, 29, 487 
Arata color test, 841 
Archil, 815, 819, 822 
Army rations, 265 
Arnold peroxide test, 173 
and Mentzel formaldehyde test, 881 
Arrowroot starch, 291 
Arsenic compounds in colors, 813, 815 
detection and determination, 63 
in baking chemicals, 351 
beer, 746, 760 
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Arsenic in confectionery, 681 
glucose, 663 
vinegar, 811 


Johnson-Chittenden-Gautier meth- 


od, 63 
Marsh apparatus, 64 
Sanger-Black-Gutzeit test for, 65 
Artificial colors, 812 
fruit essence, 954, 955 
sweeteners, 905 
Asaprol, 903 
Asbestos fiber, preparation of, 618, 622 
Ash analysis, scheme for, 311 
determination of, 51 
of food, 38 
Asparagin, 35, 308 
Asparagus, composition of, 282 
Auramin G, 848, 857, 874 
O, 831, 848, 857, 874 
Aurantia, 856, 872 
Aurin, 832 
Azo blue, 815, 829, 837, 846, 855, 870 
Azoacidrubine, 826 
Azocarmine B, 854, 869 
G, 854, 869 
Azoflavin, 856, 872 
Azofuchsine G, 854, 869 
Azolitmin, 819, 822, 855, 870 
Azorubin, 815, 837, 851, 855, 870 


Babcock asbestos milk fat method, 121 
solids method, 121 
centrifugal fat method, 123 
solids not fat formula, 140 
Bacon formic acid method, 899, gor 
and Dunbar citric acid method, 982 
lactic acid method, 983 
Baier and Neumann sucrose test, 189 
Baker tin method, 972, 975 
Baking powder, 349 
adulteration of, 351. 
alum, 350, 352 
cathartics, 352 
classification, 349 
controversies, 351 
methods of analysis, 352 
alumina, 361 
ammonia, 362 
arsenic, 362 
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Baking powder, methods of analysis, 352 
carbon dioxide, avail- 
able, 355 
residual, 355 
total, 353 
lead, 362 
lime, 361 
phosphoric acid, 362 
potash, 361 
soda, 361 
starch, 360 
sulphuric acid, 362 
tartaric acid, 356 
phosphate, 349 
tartrate, 349 
Balances, 19 
Bamihl gluten test, 336 
Banana essence, artificial, 955 
Bananas, composition of, 283 
Barbier and Jandrier formaldehyde test, 882 
Barium compounds in colors, 784 
Bark as an adulterant, 442 
Barley, 280, 281 
ash, 310 
microscopy of, 317 
proteins, 309 
starch, 290 
Barwood, 819, 822, 852 
Basic colors, 841 
Bast fibers, 76 
Baudouin sesame oil test, 538 
Beading oil, 770 
Bean starch, 291 
Beans, 281, 282 
in coffee, 400 
Bechi cottonseed oil test, 536 
Beckmann freezing-point apparatus, 49 
test for glucose in honey, 673 
Beechnuts, composition of, 284 
Beef, composition of, 208 
cuts of, 208 
stearin, microscopy of, 582 
tallow, 550 
Beer, 738 
adulteration of, 742 
aloes in, 742, 760 
arsenic in, 746, 760 
ash in, 745 
birch, 1013 
bock-, 740 
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Beer, brewers’ sugar in, 741 
brewing of, 739 
chiretta in, 742, 760 
composition of, 740, 743 
degree of fermentation of, 756 
gentian bitter in 742, 760 
lager, 739 
malt, 744 
substitute, 744 
methods of analysis, 747 
acidity, 757 
alcohol, 747 
arsenic, 760 
ash, 747 
bitter principles, 759 
carbon dioxide, 758 
degree of fermentation, 756 
dextrin, 756 
extract, 747 
glycerol, 756 
phosphoric acid, 757 
preservatives, 761 
protein, 757 
specific gravity, 747 
sugars, 756 
phosphoric acid in, 745 
_ preservatives in, 746, 761 
proteins in, 745 
quassiin in, 742, 759 
root, 1013 
schenk-, 739 
standards, 742 
temperance-, 746 
uno-, 746 
varieties of, 739 
weiss-, 740 
wort, 739 
gravity of, 754 
Beeswax, 675 
refractometer reading of, 675 
specific gravity of, 675 
Beet sugar, 590 
Beets, composition of, 273 
Behenic acid, 29, 487 
Belfield-Gladding microscopic tallow test, 582 
Bellier acid fuchsin test, 845 
dulcin test, 908 
peanut oil test, 544 
Benches, 13 
Bénédictine, 786, 787 
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Benzaldehyde, 942, 943, 988 
artificial, 943 
in almond extract, 943 
maraschino cherries, 988 
Benzeneazo-6-naphthylamin, 858, 875 
Benzoic acid, 890 
detection of, 891 
determination, 893 
in butter, 562 
milk, 167 
toxicity of, 891 
Benzopurpurin 4B, 850, 857, 873 
Betaine, 35, 308 
Beta-naphthol, 903 
Beverages, carbonated. See 
beverages. 
Biebrich brilliant crocein scarlet. 
liant crocein. 
scarlet, 815 
Birch beer, 1013 
Birotation, 608, 666, 667, 668, 671 
Biscuit, gluten, 375 
soja bean, 375 
Bishop arsenic apparatus, 65 
Bismarck brown, 815, 829, 851, 874 
R, 815, 857, 874 
Bisulphites as preservatives, 896 
Bitter almonds, oil of, 942, 943 
Biuret reaction, 34 
Blackberries, composition of, 283 
Blank and Finkenbeiner formaldehyde meth- 
od, 880 
Blarez fluorides test, 902 
Blast pump, 18 
“Blown ”’ cans, 960 
Blue colors, 815, 846 
Blythe cocoa red method, 416 
Bock-beer, 740 
“ Boiled ” butter, 563 
Bomb calorimeter, 38 
Bombay mace, 483, 484, 485 
Bomer phytosterol acetate test, 525 
sterol method, 522 
Borax, 883. See also Boric acid. 
Bordeaux B, 65, 829, 837, 851, 855, 870 
BX, 856, 871 
G, 855, 870 
Boric acid, 883 
detection, 166, 170, 885 
determination, 884, 886 


Carbonated 


See Bril- 


Boric acid, in butter, 560 
meat, 216, 238 
milk, 166, 170 
Bornstein saccharin test, 907 
Bouillon cubes, 250 
composition, 251 
standards, 250 
Bourbon whiskey, 766, 768, 769 
Bovie electrical apparatus, 1029 
- Boyles lemon oil methods, 932 
Bran, wheat, 320 
Brandy, 771 
adulteration of, 773 
composition of, 772 
“ drops,” 681 
methods of analysis, 777 
new, 772 
potable, 772 
standards, 772 
Brazil nuts, composition of, 284 
wood, 819, 822, 852 
Bread, 338 
acidity of, 340 
alum in, 342 
composition of, 339, 340 
copper sulphate in, 342 
fat in, 341 
methods of analysis, 343 
water in, 340 
wrapping of, 342 
yeast food for, 341 
Breakfast cereals, 369 
Brewing, 739 
Brick cheese, 197 
Brie cheese, 197 
Brilliant crocein, 837, 851 
yellow, 855, 871 
S, 848, 854, 868 
Bromination oil test, 511 
Bromine absorption of oils, 509 
Brown and Duvel moisture method, 285 
Brown colors, 815 
sugar, 589 
Browne dextrin method, 672 
invert sugar test, 674 
Buckthorn, 819, 823, 848 
Buckwheat, ash of, 310 
composition of, 280, 281 
flour, 323 
_ microscopy of, 319° 
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| Buckwheat, starch, 290 

Burgundy wine, 714, 715, 717 

Butter, 551 
adulteration of, 556 
annatto in, 558 
apple, 986 
azo colors in, 557, 558, 559 
benzoic acid in, 560, 562 
boric acid in, 560 
carrotin in, 557 
coal-tar dyes in, 557, 558, 5590 
coloring in, 557 
composition of, 551 
curd of, examination, 574 


distinction from oleomargarine and 


process butter, 571 
effects of feeding, 552 
fat, composition of, 551 

constants, 528, 529 
standard, 556 
filled, 563 
fruit, 986 
glucose in, 562 
methods of analysis, 552 
ash, 556 
casein, 555 
colors, 557 
fat, 555 
foam test, 572 
lactic acid, 556 
lactose, 556 
preservatives, 560 


process butter, detection, 571- 


576 

salt, 556 

sampling, 552, 553 

water, 553 

Waterhouse test, 573 
microscopic examination of, 574 
milk test, 573 
nut, 576 
Polenske number of, 571 
preservatives in, 560 
refraction of, 568 
renovated, 563, 571 
salicylic acid in, 560, 561 
standards, 556 
turmeric in, 557 
water in, 553, 563 
Waterhouse test, 573 
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Butter yellow, 849, 858, 875 Cane sugar, detection of, 608 
_ Butterine, 563 in cream, 189 
: oil, 542 milk, 189 
Butyric acid, 29, 486 determination of, 
Butyro-refractometer, 86, 87 by copper reduction, 642 
critical line of, 92 polarimetry, 610, 656 
limits of butter readings, 569 in cereals, 304 
manipulation, 88 condensed milk, 182 
oil readings on, 493, 494, 405 inversion of, 611, 612 
olive and cottonseed oil read- manufacture of, 588, 590 
ings, 533 methods of analysis, 608 
sliding scale for, 93 ash, 609 
special thermometer for, 570 invert sugar, 613 
table of equivalent refractive in- moisture, 609 
dices, 91, 92 organic non-sugars, 609 
temperature variation of read- quotient of purity, 610 
ing, 93 sucrose, 610 
testing scale, 90 ultramarine, 613 
refining, 591 
Cabbage, composition of, 282 standard, 587 
Caffeine, 35, 385 test for, 608 
in carbonated beverages, t1or4, | Canned food, 957 
IOI7, 1019 composition of, 959 
determination of, 1017, To19 decomposition of, 960 
cocoa, 409 metallic impurities in, 961 
determination of, 413 method of canning, 957 
coffee, 393, 304 methods of analysis, 970 
determination of, 397 preservatives in, 969 
tea, 380 fruits, 957 
determination of, 386 meats, 218, 219 
Caffeol, 392 vegetables, 957 
Caffetannic acid, 392 Cans, detection of spoiled, 960, 970 
determination of, 395 gases from spoiled, 960, 970 
Cake, 338, 342 Capers, 985 
Calcium carbonate crystals, 77 Capric acid, 29, 486 
oxalate crystals, 77 Caproie acid, 29, 486 
sucrate, 187 Caprylic acid, 29, 486 
detection of, 189 Capsaicin, 454 
California wines, 718 Capsicums, 453, 458 
Calorie, 38, 40 Caramel, 815, 821 
Calorimeter, bomb, 38 in distilled liquors, 765, 770, 771 
oil, oer milk, 161, 169 
respiration, 39 vanilla extract, 917, 926 


Camembert cheese, 197 vinegar, 810 


Camera, micro, 83 Carbohydrates, 35, 36, 586-600 

Canada balsam, 73% classification, 36 

Candy, see Confectionery. of cereals, 288, 304 
standard, 677 eggs, 272 


Cane sugar, 587 i Carbon dioxide determination in baking 
composition of, 589 chemicals, 353, 355 
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Carbon dioxide determination in beer, 758 


yeast, 347 
Carbonated beverages, tort 
acids in, 1013 
bottled, ro12 
caffein in, 1014, 1017, 


IOIg 
cocaine in, 1014, 
to18, IoIg 


colors in, 1014 
foam producers in 


IOI4 
habit-forming drugs 
in, 1014 
methods of analysis, 
IOI4 
caffeine, 1017, 
IO1Q 
cocaine, 1018, 
I01Q 


glycerol, 1o19 
phosphoric acid, 
IOIS 
saponin, Io15 
preservatives in, 1013 
saponin in, 1014,1015 
sweeteners in, 1013 
syrups for, ro12 
Carminaph garnet, 858, 875 
Carnitine, 35, 205, 243 
Carnosine, 205, 243 
Carotin in butter, 557 
Carrot, composition of, 282 
Carthamin. See Safflower. 
Casein, 32, 109, II 
determination in milk, 132 
Caseose, 33 
determination in cheese, 201 
in milk, 133 
Casoid flour, 375 
Cassia, 438 
adulteration of, 442 
buds, 439 
composition of, 439 
extract, 950, 951 
methods of analysis. 
microscopy of, 440 
oil, 439, 950 
standards, 950 
standard, 442 


See Spices. 
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Catsup. See Ketchup. 
Cauliflower, composition of, 282 
Caviar, 261 
Cayenne, 453 
adulteration of, 460 
composition of, 454-458 
methods of analysis, 461. 
Spices. 
colors, 461 
microscopy of, 458 
mineral adulterants in, 460 
oil ef, 454 
redwood in, 460 
standard, 460 
Cazeneuve color scheme, 736, 737 
Celery, composition of, 282 
seed extract, standards, 950 
oil, standards, 950 
Cellulose, 38, 294 
Centrifuge, milk-fat, 123 
universal, 20 
Cereal breakfast foods, 369 
composition, 371 
products, microscopy of, 314 
Cereals, 280 
ash of, 310 
carbohydrates of, 288 
separation 0:, 304 
composition of, 280, 281 
methods of analysis, 285 
ash, 286 
crude fiber, 286, 305 
dextrin, 304 
ether extract, 286 
hemicellulose, 305 
nitrogen-free extract, 287 
pentosans, 294, 305 
preparation of sample, 285 
protein, 286 
starch, 292, 304 
sugar, 293, 304 
water, 285 
proteins of, 305 
sulphuring of, 287 
Chace pinene method, 941 
total aldehyde method, 933 
Champagne, 714, 717 
Chaptalizing, 721 
Charcoal, determination of, 312 
Charlock, 469, 476, 477 


See also 
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Charlock, detection, 477 
oil, 540 
constants, 528, 529, 540 
Chartreuse, 786, 787 
Cheddar cheese, 197 
Cheese, 196 
adulteration of, 198 
composition of, 196, 197 
cream, 199 
filled, 199 
methods of analysis, 199 
acidity, 202 
amino acids, 201 
ammonia, 201 
ash, 202 
caseoses, 201 
fat, 199 
foreign, 202 
lactose, 202 
paracasein lactate, 202 
paranuclein, 201 
peptones, 201 
protein, coagulable, 201 
total, 200 
salt, 202 
water, 199 
water-soluble nitrogen, 201 
sampling, 199 
skimmed milk, 198, 109, 203 
standards, 198 
varieties of, 197 
whole milk, 199 
Cherries, composition of, 283 
maraschino, 988 
Cherry soda, 1013 
Cheshire cheese, 197 
Chestnuts, composition of, 284 
Chicago blue 6 B, 869 
Chicory, 395, 398, 400, 401, 402, 403 
Chili sauce, 977 
Chiretta, 742, 760 
Chlor iodide of zinc, 78 
Chloral hydrate, 80 
test for charlock, 477 
Chlorine in vegetable substances, 313 
Chlorogenic acid, 392 
Chocolate. See Cocoa. 
milk, 410 
composition of, 411 
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Chocolate, milk, sucrose and lactose determi- 
nation in, 415 
Cholesterol, 486 
crystallization of, 522 
determination of, 521 
distinction from phytosterol, 521 
separation of, 522 
Cholin, 35, 308 
Chromate of lead, 678, 681 
Chromogenic bacteria, 117 
Chromotrope 2 R, 854, 869 
Chrysamin G, 829, 847, 856, 872 
R, 829, 847, 856, 872 
Chrysoidin, 848, 857, 874 
R, 857, 874 
Chrysophenin, 856, 871 
Cibrola, 204 
Cider, 707 
adulteration of, 711 
ash of, 711 
composition of, 709 
fermented, 709, 710 
malic acid in, 712 
manufacture of, 707 
methods of, analysis. See Wine. 
sweet, 1006 
vinegar, 788, 790. See also Vinegar. 
watering of, 711 
yeast in, 707 
Cieddu, 174 
Cinnamon, 438 
adulteration of, 442 
composition of, 439, 440 
extract, 950, 951, 952 
methods of analysis. See Spices. 
microscopy of, 440 
oil, standards, 950 
standard, 442 
Citral, 928, 929, 938 
determination, 934, 940 
in carbonated beverages, rors 
Citric acid, 38 
in fruit products, 979, 982, 1009, 
1013 
ketchup, 979, 982 
milk, 110, 111 
Citronella oil, 938, 939 
Citronellal, 939 
Citronin, 826 
Clams, 262 


Claret wine, 714, 718, 717 
Clarifying reagents in microscopy, 79 


sugar analysis, 610,644 


Clerget formula, 611 

Cloth red B, 855, 871 

Clove extract, 950, 951, 952 

oil, 950 

Cloves, 426 
adulteration of, 432 
cocoanut shells in, 433 
composition of, 428 
exhausted, 432 


methods of analysis, 422, 4209. 


also Spices. 
tannin, 429 
microscopy of, 430 
oil of, 426, 950 
standard, 432 
stems, 432 
tannin in, 429 
Clupanodonic acid, 29, 487 
Clupein, 32 
Coal-tar colors. See Colors, coal-tar. 
Cocaine, detection of, 1018, ror9 


in carbonated beverages, 1014 


Cochineal, 815, 819, 822, 824, 855, 869 
in sausages, 240 
Cocoa, 406 
adulteration of, 417 
alkali in, 418 
ash of, 408 
butter, 411, 428, 429, 550 
colors in, 421 
composition of, 407, 408, 409 
compounds, 410 
fat, foreign, in, 420 
manufacture of, 407 
methods of, analysis, 411 
ash, 411 : 
caffeine, 413 
casein, 412 
cocoa-red, 416 
crude fiber, 414 
lactose, 415 
pentosans, 415 
protein, 412 
starch, 414, 415 
sucrose, 415 
theobromine, 413 
water, 415 
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Cocoa, microscopy of, 418 
nibs, 407, 408, 409 
nitrogeneous bodies-in, 410 
pentosans in, 410 
shells, 408, 409, 420 
standards, 417 
starch, foreign, in, 420 
sugar in, 420 
theobromine in, 410 
Cocoanut, composition of, 284 
oil, 549 
composition of, 549 
constants, 528, 529 
pulp, 549 
shells, 433, 434 
Coffalic acid, 392 
Coffearine, 392 
Coffee, 392 
acidity, 1035 : 
adulteration of, 395, 397 
ash of, 392, 393, 394 
caffeine free, 404 
in, 392, 393, 394 
caffeol in, 392 
caffetannic acid in, 392 
cellulose in, 392, 393 
chicory in, 400, 402 
chlcrogenic acid in, 392 
coffalic acid in, 392 
coffearine in, 392 
coloring of, 398 
composition of, 393, 394 
constituents of, 392 
date stones in, 403 
dextrins in, 392 
glazing of, 398 
hygienic, 404 
methods of analysis, 395 
acidity, 1035 
ash, 395 
caffeine, 397 
caffetannic acid, 395 
crude fiber, 395 
ether extract, 395 
proteins, 395 
starch, 395 
sucrose, 395 
sugars, reducing, 395 
Io per cent extract, 395, 403 
water, 395 
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Coffee, microscopy of, 399 


oil in, 392 

“ pellets,” 398 
pentosans in, 392 
protein in, 392 
pyridine in, 392 
standards for, 397 
substitutes, 395 
sugar in, 393, 394 
tannin free, 405 
vacuum packed, 405 


Cognac, 771. See also Brandy. 


oil, 773 


Collagen, 31, 205 


determination of, 228 


Colorimeter, Schreiner, 66 
Colorimetric analysis, 66 
Colors, 812 


acid, 841 
test for, 844 
allowed, 825 
identification, 833 
separation, 833 
animal, 817 
detection, 818 
dyeing test, 818 
extraction by immiscible sol- 
vents, 818 
reactions in solution, 820, 
822, 823 
reactions on fiber, 818, 819 
special tests, 821 
arsenic compounds, 815 
barium compounds, 815 
basic, 841 F 
blue, 815, 846 
brown, 815 
coal tar, 824 
detection and identification 
in foods, 840 
acetic ether extraction, 
844 
acid dyes, 841 
amyl alcohol extraction, 
843 
Arata dyeing method, 
841 
basic dyes, 841 
bromide test, 864 
cyanide test, 866 


Colors, coal tar, direct identification, 853 


ether separation, 844 
extraction, 840, 843 
identification, 841, 853, 8590 
Loomis’ scheme, 845 
Mathewson method of sep- 
aration by immiscible 
solvents and_ identifica- 
tion, 859 
Mathewson table of reac- 
tions of dry colors or 
dyed fibers, 853 
nitrous acid test, 865 
reduction and reoxidation, 
866 
Robin test, 844 
separation, 840, 859 
separation from dried food, 
844 fe 
Sostegni and Carpentieri 
dyeing method, 842 
examination of, 826 
Mathewson quantita- 
tive separation meth- 
od, 836 
Price-Estes method for 
allowed colors, 833, 
834 
Price-Ingersoll method 
for allowed colors, 
833 
Rota scheme for, 827 
schemes for, 827 
spectroscopic methods, 
840 
ultimate analysis, 839 
copper compounds, 815 
extraction of, by immiscible solvents, 
818, 836, 843, 844, 859 
green, 815, 846 
harmless, 815 
in butter, 557 
carbonated beverages, 1014 
cayenne, 461 
confectionery, 677, 681 
jams and jellies, 990 
ketchup, 980, 981 
milk, 159, 160 
mustard, 476, 478 
in sugar, 613 
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Colors, injurious, 814, 815 
lakes, 817 
lead compounds, 815, 816 
mercury compounds, 815 
mineral, 815 
detection of, 816 
mordants for, 818 
non-injurious, 814, 815 
orange, 815, 847 
red, 815, 849 
Rota scheme for, 827 
separation by solvents, 818, 836, 843, 
844, 859 
toxic effect of, 813 
vegetable, 817 
detection of, 818 
dyeing tests for, 818 
extracticn by immiscible sol- 
vents, 818 
reactions in solution, 820, 822, 
823 
reactions on fiber, 818, 819 
special tests, 821 
violet, 815, 846 
wool dyeing, 818, 841, 842 
yellow, 815, 847 
Colostrum, 114 
Commercial glucose. 
Compressed yeast, 344 
Conalbumin, 270 
Concentrated foods, 265 
Condensed milk, 195 
as a milk adulterant, 171 
composition of, 176, 177 
methods of analysis, 178 
cane sugar, 182 
fat, 179, 180 
foreign, 183 
in original milk, 
183 
lactose, 181 
protein, 181 
total solids, 178 
standards for, 176 
Confectionery, 677 
adulteration of, 677, 681 
arsenic in, 677 
colors in, 677, 681 
glucose in, 677 
lead chromate in, 677 


See Glucose. 
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Confectionery, methods of analysis, 678 
alcohol, 681 
arsenic, 681 
ash, 678 
colors, 681 
ether extract, 679 
lead chromate, 678 
mineral adulterants, 678 
paraffin, 679 
polarization, 680 
solids, 678 
starch, 680 
mineral adulterants, 677 
Congo red, 815, 829, 837, 857, 873 
Connective tissue, 205 
Copper reduction. See Fehling process. 
salts, 967 
determination of, 973, 977 
in vinegar, 804, 811 
Copra oil, 549 
Cordials, 786 
analysis of, 787 
composition of, 787 
Corky tissue, 76 
Corn, 280, 281 
ash of, 310 
bleaching of canned, 969 
composition of, 280, 281 
flakes, 371 
meal, 337 
acidity determination in, 338 
composition of, 338 
manufacture of, 337 
spoilage of, 338 
microscopy of, 317 
oil, 541 
constants, 528, 529 
proteins of, 309 
puffs, 371 
starch, 290 
syrup, 598 
Cornelison butter color test, 559 
Corning of meat, 215 
Cotton cane sugar method, 171 
Cotton scarlet 3 B, see Brilliant crocein. 
Cottonseed, 535 
oil, 535 
composition of, 535 
constants, 528, 529, 530 
hydrogenated, 536 
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Cottonseed, oil, methods of analysis, 536, 
537. See also Oils. 
Bechi test, 536 
Halphen test, 537 
preparation of, 535 
standards, 536 
stearin, 536 
tests for, 536, 537 
Coumarin, 917 
detection, 923 
determination, 920 
microscopical structure, 924 
Crampton and Simon caramel test, 784 
palm oil tests, 565 
Cranberries, composition of, 283 
Cream, 186 
adulteration of, 186 
cheese, 199 
evaporated, 186 
foreign fats in, 186 
gelatin in, 186 
methods of analysis, 187 
alkalinity of ash, 190 
calcium oxide, 190 
sucrate, 189 
fat, 187 
foreign, 188 
gelatin, 189 
preservatives, 188 
sucrose, 189 
preservatives, 186 
standards for, 186 
sucrate of lime in, 187 
test scale, 187 
viscogen in, 187 
Cream of tartar, 348 
in wine, 717, 732 
methods of analysis, 352. 
Creatine, 35, 205 
Creatinine, 35, 205 
Créme de menthe, 786, 787 
Créme de Noyau, 786 
Creuss and Bettoli volatile acids method, 731 
Crocein orange, 815, 837, 847, 855, 871 
scarlet 8 B, 815, 851, 855, 870 
O, extra, 815, 855, 870 
Crude fiber, 286, 305 
Crustaceans, 262 
Crystal ponceau, 837, 855, 870 
violet, 857, 874 
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Crystals, plant, 77 
Cucumber, composition of, 282 
pickles, 984, 985 

Cudbear, 819, 822 

Cumidin ponceau, see Ponceau 3 R. 
red, see Ponceau 3 R. 

Cuprammonia, 80 

Curacao, 786, 787 

Curcuma, 467 

Curcumin, 467, 856, 872. See also Turmeric. 

Curd tests in butter, 574, 576 

Curing meat, 215 

Currants, composition of, 283 

Curry powder, 467 

Custard powders, 279 

Cyan compounds, 29, 35 

Cyanol, extra, 846 854, 868 

Cystine, 35 


Dadhi, 174 
Date stones, 403 
Decker-Kunze theobromine and caffeine 
method, 413 
Defren-O’Sullivan sugar method, 137, 618 
Defren’s sugar tables, 619 
Denis and Dunbar benzaldehyde method, 944 
Desiccated egg, 276 ; 
Deutyro-proteose, 33 
Dextrin, 38, 507 
determination of, in cereals, 304 
honey, 672 
jams and _ jel- 
lies, 999 
molasses, 654 
Dextrose, 37, 596 
determination of, 615, 618, 622, 
632, 656 
Diabetic foods, 373 
analyses, 374, 375 
Diamond yellow, 829 
Diastase, animal, 293 
in malt extract, 761 
starch methods, 292 
Dimethylglycolose, 36 
Dioses, 35 
Dioxin, 829 
Dioxyacetone, 36 
Disaccharides, 34 
Distilled liquors, 762 


aging, 764 


INDEX. 


Distilled liquors, methods of analysis, 777 
acids, 777 
alcohols, 687 
aldehydes, 777 
caramel, 784 
color insoluble in 
amyl alcohol, 785 
water, 785 
esters, 777 
extract, 777 
furfural, 778 
fusel oil, 778, 779 
methyl alcohol, 781 
opalescence of diluted 
distillate, 785 
standards, 763, 765, 766, 
772, 774 
Doolittle butter color test, 559 
Doremus gas apparatus, 971 
Double dilution sugar method, 650 
Dough, expansion of, 328 
Drained solids determination, 971 
Drains, 15 
Dried fruits, 1002 
decomposed, 1004 
lye treatment of, 1003 
moisture content of, 1004 
sulphuring of, 1003 
wormy, 1004 
: zinc in, 1004 
Drugs, habit-forming, ror4 
Dry wines, 714,719 
yeast, 344 
Dubois salicylic acid method, 890 
sugar method, 415 
Dubosc saccharimeter, 606 
Dulcin, 908 
detection, 908 
determination, 909 
Dunbar and Bacon malic acid method, 1008 
Dupouy peroxidase test, 173 
Dupré color method, 736 
Dvorkovitsch theine method, 386 


Ebullioscope, 704 
Edam cheese, 197 
Edestan, 33 
Edestin, 308 
Eggs, 267 

ash of, 269 


1063 


Eggs, carbohydrates of, 267, 268 
cold storage, 273 
composition of, 268, 269 
desiccated, 276 
frozen, 275 
grades of, 272 
membrane, 269 
methods of analysis, 276 

ash, 277 
boric acid, 278 
ether extract, 277: 
formaldehyde, 278 
lecithin, 278 
nitrogen, 277 
preservatives, 278 
salicylic acid, 278 
water, 277 
physical examination of, 276 
preservation of, 272 
shell, 269 
spoilage of, 274 
structure of, 267 
substitutes for, 278 
waterglass as a preservative, 273 
weights of, 267, 268 
white of, 269 
ash in, 269, 270 
carbohydrates in, 269, 270 
cholesterol in, 269 
composition of, 269 
fat in, 269 
lecithin in, 269 
ovalbumin in, 270 
ovomucin in, 270 
ovomucoid, in 270 
proteins in, 270 
water in, 269 
yolk of, 270 
cholesterol in, 271, 272 
fat in, 269, 270 
hematogen in, 272 
lecithin in, 27x 
lutein in, 272, 272 
ovovitellin in, 271, 272 
proteins in, 271, 272 
solids in, 270, 271 
sugar, 271, 272 

Elaidin oil test, 533 

Elastin, 31, 205 

Electrolytic apparatus, 634 
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Elm bark, 442 
Emergency rations, 265 
Emmenthal cheese, 197 
Eosin, 815, 832, 849, 856, 872 
10 B, 849, 856, 872 
Ergot, 323 
Erika B, 855, 870 
Erioglaucin A, 854, 868 
Erucic acid, 29, 487 
Erythrodextrin, 598 
Erythrosin, 815, 826, 833, 834, 837, 850, 856, 
872 
Esters, in distilled liquors, 777 
imitation flavors, 956 
Estes vanillin method, 923 
Ether, ethyl, preparation of absolute, 55 
petroleum, preparation of, 55 

Eucasin, 203 
Eugenol, 426 
Evaporated milk, 176 
Ewe’s milk, 113 
Exhaust pump, 18 
Exhausted cloves, 432 

ginger, 464 

tea leaves, 388 

vanilla beans, 913 
Extraction with immiscible solvents, 57 

volatile solvents, 52 

Extractor, Johnson, 54 

Soxhlet, 52 


“ Faints,” 764 
Farina, 371 ‘ 
Farinaceous infants’ foods, 371 
Fast acid fuchsin, 855, 869 
brown, 855, 870 
N, 856, 872 
ted A, 837, 850, 856, 872 
B, see Bordeaux B. 
C. See Azorubin. 
E, 815, 837, 855, 869 
yellow R, 815, 854, 868 
Fat globules, 77 
Fats, 28, 486. See also Oils. 
classification, 29, 486 
filtering, 489 
measuring, 489 
methods of analysis. See Oils. 
microscopic examination of, 527 
paraffin in, 527 
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Fats, weighing, 489 
Fatty acids, 29, 486 
constants of, 518 
insoluble, 502 
solidifying point of, 518 
soluble, sor 
volatile, 497, 499 
Fehling processes, 136, 614 
gravimetric, 137, 617 
Allihn, 632 
Defren-O’Sullivan, 
618 
Meissl-Hiller, 637 
Munson and Walker, 622 
volumetric, 137, 615 
solution, 614 
equivalents of, 616 
Fermentation, acetic, 788 
alcoholic, 682 
lactic, 116 
proteolytic, 117 
Fermented liquors, 707 
Feser’s lactoscope, 148 
Fibrin, 33 
Fibro-vascular tissue, 75 
Fibroin, 31 
Fiehe invert sugar test, 674 
Figs, composition of, 283 
Filberts, composition of, 284 
Filled cheese, 199 
Fincke formic acid method, 900 
Fish, 259 
canned, 263 
characteristics of, 261 
colors in, 265 
composition of, 259, 260 
fat in, 259 
milt, 261 
preservatives in, 265 
roe, 261 
salted, 263 
shell, 262 
smoked, 263 
Flaked wheat, 371 
Flavoring extracts, 911 
Flesh foods. See Meats. 
Fletcher and Allen tannin method, 384 
Floor, laboratory, 13 
Flour, 320 
acidity of, 321, 322 


Flour, adulteration of, 324 


alum in, 325 
ash of, 321 
bakers, 320 
barley, 323 
bleaching of, 325 
detection, 334 
buckwheat, 323 
by-products of, 320 
clear, 320, 322 
color of, 321 
composition of, 320, 322, 323 
corn, 323 
damaged, 323 
ergot in, 323 
gasoline color value of, 326, 327 
grades of, 320 
Graham, 322 
hard wheat, 321 
inspection, 326 
low grade, 320 
methods of analysis, 326 
absorption, 327 
acidity, 333 
albumin, 332 
alum, 334 
amides, 332 
ash, 330 
baking tests, 328 
bleaching test, 334 
chlorine, 335 
chloroform test, 336 
cold water extract, 333 
color test, Pekar, 326 
value, gasoline, 327 
dough expansion, 328 
test, 427 
fat, 330 
chlorine in, 336 
iodine number of, 333 
fiber, 330 
fineness, 326 
gliadin, 331 
globulin, 332 
gluten, 331 
Bamihl test, 336 
glutenin, 332 
improvers, 333 
nitrous nitrogen, 335 
protein, 330 
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Flour, methods of analysis 


protein, alcohol soluble, 331 
salt soluble, 332 
water, 330 
soluble nitrogen, 332 
microscopy of, 337 
milling, 320 
patent, 320, 322 
red dog, 320 
rye, 323 
soft wheat, 321 
straight, 320 
whole wheat, 322 


Fluoborates, gor 


detection of, go2 


Fluorides, 901 


detection of, 902 


Fluosilicates, gor 


detection of, 902 


Foam producers, 1014 
“Foam ”’ test for butter, 572 
Folin ammonia method, 226 


and Denis vanillin method, 922 
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creatin and creatinin method, 255 


vanillin method, 922 


Food adulteration, 5 


analysis, commercial, 3 


from dietetic standpoint, 2 


general methods, 4 
and drugs act, 1041 
concentrated, 265 
fuel value, 38 
inspection, 3, 6 
misbranding, 6 
nature and composition of, 28 
official control of, 1 
preservation, 876 
standards, 4 


Force, 371 

Fore milk, 114 
Foreshots, 764 
Formaldehyde, 879 


detection of, 165, 881 


determination of, 165, 880, 


883 
in eggs, 275 
milk, 163 


Formic acid, 898 


detection of, 899 
determination of, goo 
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Formy] violet S 4 B, 856, 873 
Forster and Reichmann sterol method, 521 
Fortified wine, 714, 719, 723 
Freas drying oven, 19, 21 
Freezing-point, determination of, 849 
Fresenius color method, 367 
Frozen milk, 116 
meat, 214 
Fructose, d-, 596 
1-6-, 596 
Fruit, 283 
butter, 986 
candied, 678 
canned, 957 
methods of analysis, 970 
composition of, 283 
essences, artificial, 954, 955 
juices, 1004 
methods of analysis, 1007 
acidity, 1007, 1037 
citric acid, t009 
malic acid, 1008 
proximate analysis, 285 
tartaric acid, 1008 
products, 957 
sugar. See Levulose. 
coated, 678 
in, 587 
syrups, Ioro 
tissues under the microscope, 1002 
Fruits, dried. See Dried fruits. 
Fuchsin, 831, 850, 857, 873 
acid. See Acid fuchsin. 
Fucose, 37 
Fuel value, 38 
calculation, 40 
Fuller caffein method, tor7, ro19 
cocaine method, 1or8, ror 
Funnel, jacketed, 489, 490 
separatory, 56, 57, 58 
Furfural, 295 
determination, 778, 810 
in distilled liquors, 778 
vinegar, 810 
Furnace, electric, 24, 51 
gas, 24 
Fusel oil, 763 
detection, 778 
determination, 779 
Fustic, 819, 823, 848 
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| Galatan, 38 
Galactose, 37 
Game, composition of, 211 
Gases, in spoiled cans, 960, 971 
Gasoline color value of flour, 326, 327 
Geerlig dry substance table, 645 
Geisler butter color method, 558 
Gelatin, 31, 258 
determination, 228 
in cream, 186 
ice cream, 193, 195 
jams and jellies, g9t 
standards, 258 
Gioddu, 174 
Gill and Hatch oil calorimeter, 512 
Gin, 776 
Ginger, 462 
adulteration of, 466 
ale, 1012 
black, 462 
composition of, 462, 463, 464 
exhausted, 464 
extract, methods of analysis, 952 
standards, 950 
liming of, 462 
methods of analysis, 465. 
Spices. 
cold water extract, 465 
microscopy of, 465 
oil of, 463 
root, 462 
standards, 466 
white, 462 
Girard and Dupré volatile oil method, 425 
Gliadin, 31, 307, 308, 309 
determination of, 308, 331 
Globulins, 31 
Globulose, 33 
Glucin, 910 
Glucose, commercial, 597 
composition of, 598 
determination of, 
in honey, 673 
jams and jellies, 999 
molasses, 651 
healthfulness of, 599 
in butter, 562 
methods of analysis, 661 
arsenic, 663 . 
ash, 663 


See also 


Glucose, methods of analysis 
dextrin, 661, 663 
dextrose, 66x 
maltose, 661 
sulphurous acid, 661 
standards for, 599 
test for, 663 
Glucose, d-, 596 
Glutelins, 31 
Gluten, 308 
Bamihl test for, 336 
biscuit, 375 
determination of, 331 
flour, 373, 375 
Glutenin, 31, 307, 300 
Glycerol in carbonated beverages, 1019 
vanilla extract, 913, 914, 926 
wine, 716, 734 
jelly, 73 
Glycerrhizin, 1014 
Glyco-leucine, 35 
Glycocoll, 35 
Glycogen, 205 
detection, 233 
determination, 234 
Glycolose, 36 
Glycoproteins, 32 
Goat’s milk, 113 
Gooch boric acid method, 887 
Gorgonzola cheese, 197 
Gorter caffeine method, 397 
Graham flour, 322 
Grain, moisture in, 285 
sulphuring, detection, 287 
Grape juice, 1005 
nuts, 371 
sugar, 596 
Grapes, composition of, 283 
Gray water method, 553 
Green colors, 815, 846 
Grosse-Bohle formaldehyde test, 882 
Gruyére cheese, 197 
Guanine, 35, 205 
Guinea green B, 837, 857, 873 
Gums, 76 
Gunning-Arnold nitrogen method, 446 
nitrogen method, 58 
Gutzeit arsenic test, 65 


Habit-forming drugs, 1014 
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Hemoglobins, 32 
Hemolysis test for saponin, rors 
Halphen cottonseed oil test,;537 
wine ratio, 723 

-Robin benzoic acid method, 562 
Hammarsten casein method, 412 
Hansen and Johnson tin method, 975 
Hanus iodine absorption method, 508 
Hartmann and Eoff tartaric acid method, 731 
Hauchecorne test, 532 
Heeren pioscope, 149 
Hefelmann Bombay mace test, 485 
Hehner formaldehyde test, 165, 88x 

number, 502 

and Richmond milk formula, 138 
Heidenhain carbonic acid method, 353 

tartaric acid method, 356 — 
Hemicellulose, 294, 305 
Hess and Prescott vanillin and coumarin 
method, 920 

Hetero proteose, 33 
Hickory nuts, composition of, 284. 
Hiltner citral method, 934 
Hilyer benzoic acid method, 895 
Histidine, 35 
Histones, 32 


‘Hock wine, 715 


Hogg’s protein nerve food, 204 
Holland acetyl value method, 516 
Holstein cows, milk from, 113 
Hominy, 371 
Homogenized fats, 177, 183, 186 
Honey, 664 
adulteration of, 668 
American, 665, 666 
Canadian, 664 
composition of, 664, 666, 667, 668 
Cuban, 667 
dextro-rotatory, 667, 668 
European, 664 
gelatin in, 670 
glucose in, 669 
Haitian, 667 
Hawaiian, 665, 666 
invert sugar in, 670 
methods of analysis, 670 
ash, 671 
dextrin, 672 
dextrose, 672 
glucose, commercial, 673 
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Honey, methods of analysis 
glucose, distinction from honey- 
dew honey, 674 
invert sugar, commercial, 674 
levulose, 671 
polarization, 671 
reducing sugars, 671 
sucrose, 672 
water, 670 
Mexican, 667 
Honeydew, 666, 667, 668, 674 
Hoods, 14, 19 
Hops, 739 
substitute, 741, 759 
Hordein, 31, 309 
Horseflesh, characteristics of, 232 
composition of, 219 
detection of, 232, 236 
glycogen in, 233 
Horseradish, 985, 986 
Hortvet number, of maple products, 659 
vinegar, 799 
volatile acid method, 731 
and West benzaldehyde method, 
044 / 
rose oil method, 953 
spice oil method, 951 
wintergreen oil method, 
948 
Hoskins electric furnace, 51 
Howard microscopic ketchup method, 980 
test for gums in ice cream, 196 
volatile oil method, 931, 948, 951 
Huckleberries, composition of, 283 
Hiibl iodine absorption method, 504 
Human milk, 113 
Hungarian red pepper. See Paprika. 
Hydrocyanic acid, 942, 946 
Hydrogen electrode, acidity by. See Acidity 
determination by hydrogen electrode. 
Hydrogen ion concentration. See Acidity de- 
termination by hydrogen electrode. 
Hydrogenated oils, 488, 580 
Hydrometer, 43 
Hypogeic acid, 29, 487 
Hypoxanthine, 35, 205 


Ice cream, 191 
classification, 192 
cones, 193 
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Ice cream, homogenized, 193 
ingredients, influence of, 192 
methods of analysis, 193 
colors, 196 
fat, 193 
foreign, 195 
gelatin, 196 
gums, 196 
preservatives, 196 
starch, 196 
thickeners, 195 
process, influence of, 192 
standards, 191 
Tchthulin, 32 
Imitation coffee, 398 
Immersion refractometer, 97 
adjustment of scale, 99 
distilled water readings on, 99 
investigation of small quantities of 
solutions by, 1o1 
of solutions excluded from air by, tor 
milk examination by, 151 
scale readings compared with zp, 102 
solutions standardized by, 106 
temperature corrections for, 107 
Incinerator, 158 
Indicators, 27 
Indices of refraction, 91, 102 
Indigo, 815, 824 
carmine, 826, 830, 833, 834, 838, 846, 
854, 868 
disulphosacid. See Indigo carmine. 
Indigotine. See Indigo carmine. 
Indol, 79 
Indophenol, 830 
Indulin, 830 
Infants’ foods, 371 
classification of, 372 
composition of, 373 
effects of heating on, 376 
methods of analysis, 375 
carbohydrates, 376 
cold water extract, 376 
fat, 375 
starch, sugar, and dex- 
trin, 376 
microscopy of, 377 
preparation of, 372 
Inosite, 38 
Inspection of flour, 326: 


INDEX. 


Inspection of foods, 3, 5, 6, 9 
liquors, 684 


milk, 144 
Tnulin, 38 
Invalids’ foods, 371. See also Infants’ 
Foods. . 


Inversion, 611, 612 
Invert sugar, 586, 611, 612 
commercial, 668, 670 
tests for, 674 
detection ot, 613 
determination of, 613, 622, 637 
distinction from maltose and 
lactose, 655 
in honey, 668, 670 
Todeosin, 826 
Todine absorption of oils, 504, 507 
in potassium iodide, 78 
Trisamin G, 857, 874 
Trish whiskey, 767 
Iron oxide determination, 312 
Iso-leucine, 35 
-oleic acid, 29, 487 


Jams, 989 
adulteration of, 990 
agar agar in, 991, 1002 
apple stock in, 990, 991 
coagulator in, 991 
coloring matter in, 990, 1000 
composition of, 992, 993, 995 
compound, 994. 
fruit tissues in, 1002 
gelatin in, 991, 1001 
glucose in, 990, 999 
methods of analysis, 995 
acidity, 996 
agar agar, 1002 
ash, 996 
colors, 1000 
dextrin, 999 
fruit tissues, 1002 
gelatin, 1001 
glucose. 999 
pectin, 1000 
polarization, 997 
preservatives, 1001 
protein, 997 
sampling, 995 
solids, 996 
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Jams, methods of analysis 
solids, insoluble, 996 
starch, roor 
sugars, 997 
sweeteners, IOOL 
starch in, 991 
Jellies. See Jams. 
Jensen-Kirschner number, sor 
Johnson extractor, 54 
-Chittenden-Gautier arsenic method, 
63 
Jones soluble fatty acids method, sor 
Jorissen dulcin test, 909 
salicylic acid test, 889 
Juckenack color method, 367 
lecithin phosphoric acid method, 
366 


Kalama, 819, 823 
Kefir, 174 
Kelley electrical apparatus, 1029 
Kenrick tartaric acid method, 357 
Keratins, 31 
Ketchup, 977 
citric acid in, 979 
colors in, 980, 981 
composition of, 978 
decayed material in, 979 
foreign pulp in, 980, 984 
lactic acid in, 979, 983 
manufacture, 978 
methods of analysis, 981 
acidity, 982 
volatile, 981 
ash, 981 
citric acid, 982 
colors, 981 
foreign pulp, 984 
lactic acid, 983 
preservatives, 981 
sand, 981 
solids, 981 
soluble, 982 
insoluble, 981 
specific gravity, 981 
sugars, 982 
microscopy of, 980, 984 
organisms in, 979 
preservatives in, 980, 981 
refuse in, 978 
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Ketchup, standards, 977 

Ketoses, 36 

Kjeldahl nitrogen method, 61 

Klostermann digitonin test, 525 

Koelner baking test, 328 

Koettstorfer saponification method, 503 

Kénig and Karsch method for distinguish- 
ing honeydew and glucose, 674 

Kréber pentosans and pentoses table, 297- 
303 

Kumis, 174 

Kimmel, 787 

Kuntze mustard oil method, 474 


Laboratory benches, 13 
stain for, 14 
drains, 15 
equipment, 12 
floor, 13 
hoods, 14 
lighting, 13 
location, 12 
sinks, 15 
ventilation, 13 
Lactalbumin, 30, 110, 204 
Lactated infants’ foods, 372, 373 
Lactic acid, 38 
in ketchup, 979, 983 
tomatoes, 979 
Lactoglobulin, 110 
Lactometer, 148 
Lactoscope, 148 
Lactose, 37, 109, 111, 112, 599 
Defren table for, 619 
detection of, 655 
determination of, 615, 617, 618, 622 
in milk, 137 
. distinction from invert sugar and 
maltose, 655 
Munson and Walker table for, 623 
Soxhlet table for, 139 
Lager beer, 739 
Lakes, 817 
detection of, 817 
Lamb, composition of, 210 
cuts of, 210 
Lard, 577 
adulteration of, 58x 
back, 577 
composition, 577, 581 
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Lard, composition affected by feeding, 579 
“‘ compound,” 580, 581 
nickel in, 580 
constants of, 528, 529, 578, 579, 58Z 
iodine number, 578 
leaf, 577, 578 
methods of analysis, 582 
beef fat, 582 
nickel, 584 
microscopy of, 582 
neutral, 564, 565, 578 
oil, 579 
oily hogs, 579 
standard, 579 
stearin, 579 
substitutes, 580 
Laurent saccharimeter, 606 
Lauric acid, 29, 486 
La Wall chicory test, 403 
and Bradshaw benzoate method, 893 
Law, food and drugs, 1041 
meat inspection, 1045 
Leach coumarin test, 923 
formaldehyde test, 165, 881 
and Lythgoe malic value method, 657 
methyl alcohol method, 781 
Lead chromate, 647, 816 
number, maple products, 658 
vanilla extract, 925 
vinegar, 791 
salts of, 351, 961 
determination of, 362, 973, 976 
Leavening materials, 343, 348 
Lebbin formaldehyde test, 882 
Leben, 174 
Lecitalbumin, 32 
Lecithin, 29, 35 
determination of, 278, 366 
nucleovitellin, 32 
Lecithoproteins, 32 
Leeds and Everkart method for potassium 
myronate, sinapin thiocyanate and my- 
rosin, 473 : 
Lefimann and Beam gelatin method, roo1 
volatile fatty acids 
method, 499 
Legumelin, 30 
Legumes, 281 
ash of, 310 
Legumin, 30, 31, 309 


INDEX. 


Lemon extract, 927 
adulteration of, 928 
composition of, 930 
methods of analysis, 929 
alcohol, 932 
aldehydes, 933 
ash, 936 
citral, 934 
citric acid, 937 
colors, 936 
glycerol, 937 
lemon oil, 929, 930, 
932, 937 
methyl alcohol, 935 
solids, 936 
tartaric acid, 937 
methyl alcohol in, 935 
preparation of, 927 
standard for, 927 
terpeneless, 928 
juice, 1006 
oil, 927, 928, 937 
determination of, 930, 932 
examination of, 937 
methods of analysis, 939 
alcohol, 941 
aldehyde, 940 
citral, 940 
pinene, 941 
refraction, 939, 940 
rotation, 939, 940 
specific gravity, 939 
terpeneless, 929 
soda, 1012, 1013 
Lemongrass oil, 929, 938, 939 
Lemons, composition of, 283 
Lendrich and Nottbaum caffeine method, 397 
Lentils, 281 
Lettuce, composition of, 282 
Leucine, 35 
Leucosin, 30, 306, 307, 308, 309 
Levallois bromine absorption method, 510 
Levulose, 37, 596 
determination of, 671 
Lewkowitsch acetyl value method, 514 
Ley test for invert sugar in honey, 674 
Ley-Emery melting-point method, 583 
Lieberman-Storch rosin oil test, 548 
Liebig’s meat extract, 242, 246, 247, 248 
Light green, 826, 833, 834, 837, 838, 846 
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Lighting, 13 
Lignin, 81 
Lignoceric acid, 29, 487 
Limburger cheese, 197 
Lime, determination of, 312, 361 
in baking powder, 351, 352 
spices, 424 
juice, 1006 
sucrate of, 187 , 
water, in vinegar analysis, 796 
Liming of ginger, 462 
Limonene, 938, 939 
Linolenic acid, 29, 487 
Linolic, 29, 487 
Linseed oil, 547 
constants, 528, 529 
Liqueurs, 786 
analysis of, 787 
Liquor inspection, 684 
Liquors, 682 
distilled. See Distilled liquors. 
fermented. See Fermented liquors. 
malt. See Malt liquors. 
malted and non-malted, 743 
methods of analysis, 686 
alcohol, 686, 687 
ash, 706 
preservatives, 706 
specific gravity, 687 
sweeteners, 706 
state control of, 683 
toxicity of, 684 
Litmus, 815, 819, 822, 846 
Lobster, composition of, 262 
Léwenthal-Procter tannin method, 383 
Logwood, 819, 821, 822, 852 
Long fermentation baking test, 329 
pepper, 445, 440, 452 
Loomis color scheme, 845 
Lovibond tintometer, 67 
Low butter color method, 558 
wines, 764 
Lye treatment of fruit, 1003 
Lythgoe sucrose test, 189 


Macaroni, 364. See also Pastes, edible. 
Macassar mace, 482, 483, 484 
Mace, 480, 482 

adulteration of, 484 

Bombay, 483, 484, 485 
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Mace, composition of, 483 
Macassar, 482, 483 
methods of analysis, 485. 

Spices. 

Bombay mace, 485 
microscopy of, 484. 
standards, 484 

Madeira wine, 715, 717 

Magenta. See Fuchsin. 

Magnesia determination, 312 

Maize. See Corn. 

Malachite green, 815, 846, 857, 874 

G, 857, 874 


See also 


Malic acid, 38 
in cider, 709, 1008 
fruit juices, 1008 
vinegar, 790, 791, 798 
wine, 716 
value of maple products, 657 
Malt, 738 
extracts, 761 
liquors, 738. See also Beer. 
substitutes, 741, 744 
vinegar, 792, 804 
Malting, 738 
Maltose, 37, 597 
detection of, 655 
determination of, 618, 622 
distinction from invert sugar and 
lactose, 655 
Mannan, 38 : 
Mannose, 37 
Maple sap, 591 
sugar, 501. 
syTup, 591 
adulteration of, 594 
composition of, 592, 593 
methods of analysis, 656 
ash, 657 
electrical conductivity, 661 
lead number, 658 
malic acid, 657 
reducing sugars, 657 
sucrose, 657 
water, 656 
standards, 5094 
Maraschino, 786 
cherries, 988 
benzaldehyde in, 988 


See also Maple syrup. 


Mare’s milk, 113 


INDEX. 


Marpmann color method, 241 
Marsh arsenic test, 64, 760 
test for caramel, 784 
Martin color scheme, 557 
Martius yellow, 815, 829, 847, 856, 872 
“ Materna ” milk modifier, 144 
Mathewson color method for butter, 559 
dry colors, 853 
dyed fibers, 853 
quantitative sep- 
aration, 836 
separation by im- 
miscible sol- 
vents, 859 
Maumené thermal test, 511 
Mayrhofer glycogen method, 234 
Mazun, 174 
McGill lead number, 659 
Meal, corn or maize, 337 
Meat, 205 
acids in, 216, 230 
adenine in, 205 
ash of, 206, 230 
bases, 205, 219, 230, 247, 248, 240, 256 
boric acid in, 216, 238 
canned, 218, 219 
adulteration of, 218 
composition of, 218 
carnitine in, 205 
carnosine in, 205 
cold storage of, 213 
collagen in, 205 
composition of, 205, 206, 208-212 
connective tissue of, 205 
cooking, effect of, 217 
corning of, 215 
creatine in, 205 
creatinine in, 205 
curing of, 215 
drying of, 215 
elastin in, 205 
extracts, 242 
albumoses in, 243 
bouillon cubes, 250 
carnitine in, 243 
carnosine in, 243 
chlorine in, 244 
composition of, 243, 246-249 
creatine, in, 243, 255 
creatinine in, 243, 255 
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Meat extracts, gelatin in, 243 


hydrolysis products of, 244 
manufacture of, 242 
meat bases in, 243 
seasonings, 245 
methods of analysis, 253 
acidity, 257 
ammonia, 253 
ash, 253 
coagulation point, 258 
creatine, 255 
creatinine, 255 
glycerol, 258 
nitrogen, total, 253 
preservatives, 258 
protein, coagulable, 254 
insoluble, 253 
proteoses, 254 
purine bases in, 256 
sugars, 258 
tannin-salt precipitate, 
254 
- water, 253 
methy] guanidine in, 243 
peptones in, 243 
preservatives in, 216, 258 
proteoses in, 243, 254 
purine bases in, 243 
standards, 252 
yeast extract, 
from, 252 


distinction 
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Meat, methods of analysis 
creatinine, 230 
fat, 224 
frozen, 241 
gelatin, 228 
glycogen, 233, 234 
horse flesh, 232, 236 
meat bases, 230 
myosin, 229 
nitrogen, 225 
insoluble, 227 

peptones, 230 
protein, coagulable, 229 
proteoses, 230 
purine bases, 230 
starch, 231, 234, 240 
sugars, 237 
sulphurous acid, 238 
water, 223 

methyl] guanidine in, 205 

mince, 987 

muscle fibers of, 205 

myogen of, 205 

myosin of, 205, 229 

pickled, 215 

plasma of, 205 

preservation of, 214 

preservatives in, 216 

ptomaines in, 217 

refrigeration of, 214 

salted, 215 


fat, 205, 224 
composition of, 207, 212 
glycogen in, 205, 233, 234 


saltpeter in, 215 
sarcolemma of, 215 
serum of, 205 


smoked, 215 
spoilage, 205 
standards of, 213 
sugar in, 206 
sulphurous acid in, 216, 238 
unwholesome, 213 
xanthine in, 205 
Meissl-Hiller invert sugar method, 637 
table, 638 
Melibiose, 37 
Melting point determination, 496 
Mercury compounds in colors, 815 
Metachrome orange R, 856, 872 
Metallic salts in canned goods, 961 
determination, 973, 974, 976 
Metanil yellow, 815, 837, 848, 856, 871 


guanine in, 205 
hypoxanthine in, 205 
inosite in, 206 
inspection, 207 
law, 1045 
juices, 244 
methods of analysis, 223 
acidity, 230 
ammonia, 225 
ash, 230 
benzoic acid, 238, 239 
boric acid, 238 
collagen, 228 
colors, 240 
constants, 224 
creatine, 230 
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Metaproteins, 33 
Metaraban, 38 
Methyl alcohol, detection of, 781, 935 
alkali blue, 857, 873 
dioses, 36 
pentoses, 37 
tetroses, 36 
violet, 815, 846, 851, 874 
Methylene blue, 815, 830, 846, 857, 873 
Micro-chemical reactions, 81 
Micro-polariscope, 71 
Microscope in food analysis, 68 
reagents for, 77 
stand, 69 
Microscopical accessories, 71 
analysis, 68 
apparatus, 69 
diagnosis, 73 
reagents, 77 
analytical, 78 
clarifying, 79 
standards, 69 
technique, 72 
Microscopy of agar agar, 1002 
allspice, 436 
arrowroot, 291 
barley, 317 
starch, 290 


bean, 400 
starch, 291 
buckwheat, 319 
starch, 290 
butter, 574 
cassia, 440 


cayenne, 458 
cereal products, 314 


Microscopy of honey, 664 


jams, 1002 
ketchup, 980, 984 


_ lard, 582 


mace, 484 
milk, 108 
mustard, 475 
nutmeg, 481 
oats, 318 
oat starch, 201 
oils, 527 
oleomargarine, 574 
olive stones, 450 
paprika, 458 
pea, 400 
starch, 291 
pepper, black, 447 
long, 452 
red, 458 
white, 447 
potato starch, 291 
rice, 310 
starch, 291 
rye, 316 
starch, 290 
sago, 201 
sawdust, 460 
starches, 289 
tapioca starch, 291 
tea, 301 
turmeric, 468 
wheat, 315 
starch, 289 


Micro-technique, 72 
Milk, 108, 140 


charlock, 477 
chicory, 400 
cinnamon, 440 
cloves, 430 
cocoa, 418 
cocoanut shells, 433 
coffee, 309 
corn, 317 

starch, 290 
date stones, 403 
fats, 527 
flour, 315, 337 
fruit tissues, 1002 


ginger, 465 


acidity of, 108, 1033 
adulteration of, 144 


aldehyde reductase in, 112 


anilin orange in, 160 
annatto in, 160 
acshjOl~e recto Loe 
ass’s, 113 

bacteria in, 117 
benzoic acid in, 167 
bitter, 117 

blue, 117 

boric acid in, 166, 170 
cane sugar in, 171 
catalase in, 112 
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Milk chocolate, 410 


citric acid in, 110, 111 
color of, 109 
coloring matter in, 159 
composition of, 111, 112 
changes during lactation, 114 
influence of age, 115 
breed, 115 
feed, 116 
freezing, 116 
intervals between 
milking, 116 
condensed, see Condensed milk. 
skimmed in, 171 
enzymes in, I10, I17 
evaporated, 176 
ewe’s, 113 
fat of, 109, III, 121 
fermentations of, 116 
fermented, 174 
methods of analysis, 175 
fibrin in, 110 
fore milk, 113 
formaldehyde in, 163, 165, 170 
goat’s, 113 
homogenized, 172 
human, 113 
hydrogen peroxide in, 167 
inspection, 144 
known purity, 146 
lactalbumin in, 110 
lactoglobulin in, 110 
lactose in, 110, 134 
mare’s, 113 
methods of analysis, 117, 148, 154 
acidity, 140, 1033 
adsorption, 154 
albumin, 133 
amino compounds, 133 
ammonia, 133 
anilin orange, 162 
annato, 161 
ash, 121 
boric acid, 166, 170 
capillarity, 154 
caramel, 161 
casein, 132 
caseoses, 133 
colors, 160 
electrical conductivity, 154 
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Milk, methods of analysis 


fat, 121 
centrifugal, 122 
gravimetric, 121, 122 
refractometric, 126 
formaldehyde, 165, 170 
freezing-point, 153 
hydrogen peroxide, 168 
lactose, 134 
by copper reduction, 136 
polarization, 134 
oxidation index, 154 
peptones, 132 
proteins, 132 
by calculation, 140 
gravimetric, 132 
sampling, 117 
sodium bicarbonate, 167, 170 
carbonate, 167, 170 
specific gravity, 118 
heat, 154 
starch, 171 
total solids, 119 
by calculation, 140, 
I4I 
gravimetric, 119 
viscosity, 154 
microscopy of, 108 
modified, 142 
pasteurized, 173 
aldehyde reductase test 
for, 174 
peroxidase test for, 173 
tests for, 173 
peroxidase in, 110 
powder, 184 
composition, 185 
methods of analysis, 185 
fat, 185 
lactose, 185 
preservatives in, 162 
protein preparations, 203 
proteins of, 109, 111, 132 
records of analysis of, 157 
red, 117 
reductase in, 110 
ropy, 117 
salicylic acid in, 167 
sampler, 118 
serum, composition, 151 


1076 


Milk serum, nitrates in, 151 
preparation of, 150 
refraction of, 151 
specific gravity of, 151 
skimmed, 146 
sodium bicarbonate in, 167 
carbonate in, 167 
sour, analysis of, 172 
souring of, 116 
standards, 145 
strippings, 113 
sugar. See Lactose. 
systematic examination of, 154 
ash, 155 
fat, 155 
total solids, 155 
watering of, 146 
yellow, 117 
Mill bromine absorption method, 510 
Millet, composition of, 280 
Milliau cottonseed oil test, 536 
Millon reaction, 34, 79 
reagent, 79 
Mince meat, 987 
adulteration of, 987 
condensed, 987 
standards, 987 
Mineral colors, 815, 816 
content of food, 38 
Mirbane, oil of, 943, 945 
Mitchell and Smith fusel oil method, 780 
lemon oil methods, 930, 931 
Modified milk, 142 
Mohler benzoic acid test, 892 
Moisture, determination of, 49 
Molasses, 589 
adulteration of, 651 
composition of, 589 
methods of analysis, 642 
ash, 644, 654 
dextrin, 654 
dextrose, 656 
glucose, commercial, 651 
raffinose, 650 
reducing sugars, 651 
solids, 643 
sucrose, 644, 656 
tin, 655 
standard, 651 
vinegar, 794 
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Mollusks, 262 
Monosaccharides, 36 
Morpurgo dulcin test, 909 
Méslinger lactic acid method, 732 
Mucins, 32 
Munson heavy metals method, 973 
and Tolman pectin method, 1000 
Walker sugar method, 136, 204, 
622 
table, 623 
Muscle fibers of meat, 205 
sugar, 200, 237 
Muscovado, 588, 5890 
Mushroom ketchup, 977 
Mushrooms, composition of, 282 
Muskmelons, composition of, 283 
Mustard, 469 
adulteration of, 476 
ash of, 473 
black, 469 
brown, 469 
cake, 470 
colors in, 476, 478 
composition of, 471, 472 
flour, 470 
Indian, 469 
methods of analysis, 473, see also 
Spices. 
myrosin, 473 
potassium myronate, 473 
sinapin thiocyanate, 473 
volatile mustard oil, 473 
microscopy of, 475 
myrosin in, 469 
oil, fixed, 470, 540 
volatile, 470 
pickles, 985 
potassium myronate in, 470, 473 
prepared, 478 
adulteration of, 478 
composition of, 478 
methods of analysis, 479 
ash, 479 
ether extract, 479 
fiber, 479 
protein, 479 
reducing matters, 479 
salt, 479 
solids, 479 
sinalbin in, 470 
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Mustard, sinalbin mustard oil in, 470 
sinapin thiocyanate in, 469, 473 
sinigrin, 470 
standards, 476 
starch in, 476 
turmeric in, 476 
volatile oil of, 470, 473 
white, 469 
wild, 469, 470, 477 
Mutton, composition of, 210 
cuts of, 210 
tallow, 528, 529 
Myosin, 31 
determination, 229 
insoluble, 33 
Myristic acid, 29, 486 


Naphthol black B, 815, 854, 869 
green B, 815, 829, 846, 854, 869 
orange, 826 
yellow. See Martius yellow. 
S, 369, 815, 837, 838, 847, 
855, 869 
Natural wines, 714 
Nelson-La Wall-Doyle capsicum method, 952 
Nessler free tartaric acid method, 731 
Neubauer-Liéwenthal tannin method, 735 
- Neufchatel cheese, 197 
New blue, 857, 873 
coccin, 815, 837, 851, 854, 868 
Nickel salts, 968, 977 
detection, 584 
determination of, 977 
Night green 2 B, 856, 873 
Nigrosin, soluble, 830, 854, 868 
Nile blue, 830 
Nitrates in food, 29, 35 
watered milk, 151 
Nitrobenzol, 943, 945 
Nitrogen, amino acid, 63 
apparatus, 58, 60, 61, 62 
compounds in milk, 109, 132 
determination of, 58, 60 
free extract, 287 
protein, 63 _ 
Nitrogeneous bodies, 29 
classification of, 29 
separation of, in cheese, 200 
meat, 226 
milk, 132, 133 
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Niviére and Hubert fluorine method, 902 

Noodles, 364. See also Pastes, edible. 

Notification, 10 

Noyau, 786 

Nuclein, 32 

Nucleoproteins, 32 

Nutmeg, 480 
adulteration of, 482 
composition of, 481 
extract, 950, 952 
Macassar, 480, 482 
methods of analysis. 
microscopy of, 481 
oil of, 480, 950, 952 

standard, 950 

standards, 482 

Nutrose, 203 

Nuts, composition of, 284 


See Spices. 


Oats, analyses of, 280, 281 
ash of, 310 
microscopic structure of, 318 
starch, 291 
Oil, anise, 950 

basil, 950 

bitter almond, 942, 943 

cakes, effects on butter of feeding, 552 

lard of feeding, 579 

calorimeter, 512 

cassia, 950 

celery seed, 950 

charlock, 540 

cinnamon, 950 

cloves, 950 

cocoanut, 549 

corn, 541 

cottonseed, 535 

ginger, 463 

lard, 579 

lemon, 928, 929, 930 

terpeneless, 928 

lemongrass, 929, 938, 939 

linseed, 547 

marjoram, 951 

mustard, fixed, 470, 540 

volatile, 470 

nutmeg, 950, 952 

oleo, 564 

olive, 530 

orange, 941 
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Oil, palm kernel, 550, 565 
peanut, 542 
peppermint, 948 
poppyseed, 547 
rape, 539 
rose, 953 
rosin, 548 
savory, 950 
sesame, 537 
SOY, 545 
spearmint, 949 
staranise, 950 
sunflower, 547 
thyme, 951 
wintergreen, 947, 948 
Oils, 486. See also Fats. 
acetyl value of, 514, 515, 528 
bromination test, 511 
bromine absorption of, 509, 510 
cholesterol in, 520, 521 
composition of, 486, 487 
constants of, 528, 529 
constituents of, 486 
elaidin test, 517 
fatty acids of, 486, 487, 518, 529 
insoluble, 503, 518, 529 
hydrogenation of, 488, 584 
iodine, number of, 504, 507, 528 
Jensen-Kirschner number, sor 
judgment as to purity of, 488 
Maumené number of, 528 
melting point, 497, 528 
methods of analysis, 488 
acetyl value, 514, 516 
bromination test, 511 
bromine index, 509 
cholesterol, 521, 522 
elaidin test, 517 
fatty acids, free, 518 
insoluble, 502 
soluble, 521 
iodine number, 504 
Jensen-Kirchner number, 501 
Koettstorfer number, 503 
Maumené number, 511 
melting point, 496 
phytosterol, 521, 522 
Polenske number, 499 
refraction, 493 
Reichert-Meissl number, 497 
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| Oils, methods of analysis 
saponification number, 503 
solidifying point, 496 
specific gravity, 490 
thermal tests, 510 
titer test, 518 
unsaponifiable matter, 520 
Valenta test, 517 
viscosity, 492 
volatile fatty acids, 497 
microscopy of, 527 
phytosterol in, 520, 521 
Polenske number of, 500, 529 
rancidity of, 489 
refraction of, 493, 494, 528 
Reichert-Meiss] number of, 497, 500, 
529 
saponification of, 487 
number of, 499, 503, 504, 
528 
sitosterol in, 542 
solidifying point of, 496, 497, 528 
solubility of, 486 
specific gravity of, 490, 492, 528 
factors, 491 
thermal tests, 510 
titer test, 518, 520 
unsaponifiable matter in, 520, 529 
Valenta test, 517 
viscosity of, 492 
Oleic acid, 29, 487 
Oleo oil, 564 
Oleomargarine, 563 
adulteration of, 566 
coloring of, 565 
constants of, 528, 520 
distinction from butter, 567, 571 
fat, constants, 528, 520, 567 
Polenske number of, 571 
refraction of, 568 
Reichert-Meissl number of, 570 
healthfulness of, 567 
manufacture of, 563 
microscopic examination, 574 
odor and taste, 567 
palm oil in, 565 
refraction of, 568 
vegetable, 576 
Zega’s test for, 576 
Olive oil, 530 
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Olive oil, adulteration of, 534 
composition of, 531 
constants, 528, 529, 531, 532 


methods of analysis, 532, 533, 534. 


See also Oils. 
elaidin test, 533 
Hauchecorne test, 532 
preparation of, 530 
refraction of, 533 
standard, 531, 532 
substitutes, 531 
stones, 450 
Olives, pickled, 985 
Onions, composition of, 282 
Orange 2, 815, 837, 838, 847, 855, 871 
I, 815, 837, 838, 848, 855, 871 
Il. See Orange 2 
IV, 815, 848, 856, 871 
colors, 815, 847 
extract, 941 
standards, 942 
terpeneless, 942 
G, 837, 847, 854, 869 
oil, 941 
R, 855, 871 
soda, 1012, 1013 
Orchil. See Archil. 
Ortho-tolueneazo-6-naphthylamine, 858, 875 
O’Sullivan-Defren sugar method, 614 
Ovalbumin, 32, 270 
Oven, drying, 19 
McGill, 609 
Ovomucin, 270 
Ovomucoid, 32, 270 
Oxygen absorbed, 429 
equivalent, 429 
Oxyhzmoglobin, 32 
Oxyproline, 35 
Oysters, 262 


Palas rapeseed oil test, 540 
Palatine red, 855, 870 
scarlet, 854, 869 
Palm kernel oil, 850, 865 
Palmitic acid, 29, 486 
Paprika, 453 
added oil in, 461 
adulteration of, 460 
composition of, 456, 457 
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Paprika, methods of analysis, 461. See also 
Spices. 
olive oil test, 462 
microscopy of, 458 
standard, 460 
Para red, 858, 875 
Paraffin in beeswax, 675 
confectionery, 679 
fats, 527 
oleomargarine, 566 
Paranuclein, 201 
Parenchyma, 74 
Parsnips, composition of, 282 
Pastes, edible, 363 
adulteration of, 365 
artificial colors in, 365, 366 
composition, 364 
Italian, 363 
lecithin phosphoric acid in, 
364, 366 
methods of analysis, 366 
artificial colors, 366 
lecithin phosphoric acid, 366 
nitrogen soluble in water, 366 
precipitin test for eggs, 366 
noodles, 364 
Patent blue, 846, 854, 868 
A, 857, 873 
Patrick ice cream thickener test, 195 
water method, 553 
Paul foreign fats method, 183 
Pea, composition, 281 
proteins of, 309 
starch, 291 
Peanut oil, 542 
adulteration of, 542 
composition of, 542 
constants, 528, 529 
methods of analysis, 543. See 
also Oils. 
Bellier test, 544 
Renard test, 543 
standards, 542 
Peanuts, composition of, 284 
Pear cider, 712 
essence, imitation, 954, 955 
Pears, composition of, 283 
Pecans, composition of, 284 
Pectin determination, 1000 
Pectose, 38 
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Pekar flour color test, 326 
Pentosans, 38 
determination of, 294, 305 
in cocoa products, 410 
table for, 297 
Pentoses, 36, 297 
Pepper, 442 
adulteration of, 449 
black, 442 
buckwheat in, 451 
composition of, 442 
long, 445, 446, 452 
methods of analysis, 422, 446. See 
also Spices. 
nitrogen, in ether extract, 447 
total, 446 
piperin, 447 
microscopy of, 447 
olive stones, 450 
piperin in, 443, 447 
red. See Cayenne and Paprika. 
shells, 445, 446, 449 
standard, 449 
varieties of, 442 
white, 442 
Peppermint extract, 948 
methods of analysis, 949 
standards, 949 
oil, 948 
Peptides, 34 
Peptones, 33 
in cheese, 201 
meat, 205, 230 
milk, 133 
Perry, 712 
Persian berries, 819, 823 
Peter benzoic acid test, 892 
Petroleum ether, 55 
Phenylalanine, 35 
Phloroglucide, 295, 296 
Phloroglucinol, 206 
Phloxin, 815, 849, 856, 872. 
to B. 
Phosphate baking powders, 350 
Phosphin, 831 
Phosphoproteins, 32 
Phosphoric acid determination, 313, 362, 757 
in baking chemicals, 362 
beer, 757 
Phosphotungstic acid reaction, 34 


See also Eosin 
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Photomicrography, 80 
camera for, 83 
Phytosterol, 486 
acetate test, 525 
crystallization of, 522 
determination of, 521 
distinction from cholesterol, 521 
separation of, 522 
Piccalilli, 985 
Pickled meats, 213, 215 
Pickles, 984 
adulteration of, 986 
composition of, 985 
Pickling pump, 216 
Picric acid, 815, 847, 855, 871 
Pie filling, 987 
Pimento. See Allspice. 
Pimiento, 452, 456, 457 
Pineapple essence, imitation, 954, 955 
Pineapples, composition of, 283 
Pioscope, 149 
Piperidine, 35, 443 
Piperin, 35, 443 
determination of, 447 
Pistachios, composition of, 284 
Piutti and Bentivoglio color method, 368 
Plant crystals, 77 
Plasmon, 203 
Plastering, of wine, 721 
Platinum dishes, 1z9, 155 
counterweights for, 155 
Plums, composition of, 283 
Poisoned foods, 63 
Poivrette, 450 
Poke berry, 819, 823 
Polariscope, 600. See also Saccharimeter. 
micro, 71 
tube jacketed, 671 
short, for oils, 937, 939 
Polarization at high temperature, 671 
of essential oils, 938 
honey, 671 
jams and jellies, 997 
lemon extract, 930 
molasses, 644 
orange extract, 942 
sugar, 610 
vinegar, 800 
wine, 722, 734 
Polenske number, 499 
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Polenske Grujié fat method, 343 
Ponceau 4 GB. See Crocein orange. 
2 R, 815, 837, 851, 855, 869 
3 R, 837, 838, 851, 855, 870 
6 R, 837, 851, 854, 868 
Poppyseed, 547 
oil, 547 
Pork, composition of, 211 
cuts of, 211 
Port wine, 714, 715, 717, 718 
Porter, 740, 743. See also Beer. 
Potash determination, 313, 361 
Potassium myronate, 470 
Potato starch, 291 
Potatoes, composition of, 282 ~ 
starch of, 291 
Poultry, composition of, 211 
drawn vs. undrawn, 217 
Prall-Kerr nickel method, 584 
Pratt citric acid method, 1009 
Preparation of sample, 43 
Preservatives, 876 
commercial food, 878 
in butter, 560 
canned goods, 969 
carbonated beverages, 1013 
fish, 265 
fruit juices, 1005 
jams and jellies, roo1 
ketchup, 980 
meats, 216 
milk, 162 
preserves, 987 
wine, 725, 736 
of eggs, 272, 278 
regulation of, 877 
Preserves, 986 
Pressure pump, 18 
Price-Estes color method, 833 
-Ingersoll color method, 833 
Primulin, 831 
Process butter, 563 
Prolamins, 31 
Proline, 35 
Proof spirit, 763 
Prosecution, 10 
Protamins, 32 
Proteans, 33 
Protein grains, 77 
Proteins, classification, 29 
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Proteins, coagulated, 33 
conjugated, 32 
derived, 33 
factor for, 29 
occurrence, 29 
of barley, 309 
beer, 757 
cereals, 305 
corn, 309 
eggs, 270, 271, 272 
milk, 109 
calculation of, 140 
determination of, 132 
peas, 309 
rye, 309 
wheat, 305 
simple, 30 
tests for, 34 
Proteolytic fermentation, 117 
Proteoses, 33, 243, 246, 247, 249, 307, 309 
determination of, 254 
Proximate analysis, expression of results of, 
41 
extent of, 41 
Prunes, composition of, 283 
Prussian blue, 816 
wee, in tea, 387, 388 
Ptomaines, 213 
Publication of adulterated foods, ro 
Puffed wheat, 371 
Pulfrich refractometer, 86 
Pumpkin, composition of, 282 
Purine bases, 35 
Pycnometer, 45 
Pyroligneous acid, 788, 795 
in meats, 215 
Pyronin,:831 
Pyrosin, 826 


Quassiin, 759 

Quercetin, 832 

Quercitannic acid, 429 

Quercitron bark, 819, 823 
Quevenne lactometer, 118 

Quince essence, imitation, 954, 955 
Quinoline yellow, 831, 847, 855, 870 
Quotient of purity of sugar, 610 


Radishes, composition of, 282 
Raffinose, 37, 600 
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Raffinose, determination of, 650 
Rancidity, 489 
Rape oil, 539 
test for, 539 
seed, 539 
Raphides, 77 
Rapic acid, 29, 487 
Raspberries, composition of, 283 
Raspberry soda, 1012, 1013 
Reagents, 24 
Red colors, 815, 849 
ochre in sausages, 222 
pepper. See Cayenne and Paprika. 
wines, 714, 717, 718 
wood, 460 
Refractometer, 86 
Abbé, 86, 94 
Amagat and Jean, 86 
butyro, 86, 87 
heater for, 88 
immersion, 97 
in oil analysis, 493 
Pulfrich, 86 
sliding scale for, 93 
tables for, 90, 91, 92, 102, 
107, 493, 494, 533, 570 
Wollny, 86, 126 
Reichert-Meissl method, 497 
number of butter and oleo 
fat, 570 : 
Reinsch test for arsenic, 761 
Renard peanut oil test, 543 
rosin oil test, 548 
Renovated butter, 563 
distinction from butter 
and oleomargarine, 571 
Resins, 76 
Resorcin brown, 856, 871 ; 
yellow, 837, 847, 855, 870 
Respiration calorimeter, 2, 39 
Revis and Burnett starch method, 415 
Rhodamin B, 840, 857, 874. 
3 B, 857, 874 
G, 857, 874 
S, 831, 857, 873 
Rhubarb, composition of, 282 
Ribose, 36 
Rice, ash of, 310 
coating, detection of, 287 
composition of, 280, 281 


INDEX. 


Rice, microscopy of, 319 
polished, 282 
starch, 291 
Rice’s expanded Meissl-Hiller table, 639 
Richardson water method, 423 
Riche and Bardy methyl alcohol method, 783 
Richmond cane sugar method, 171 
sliding milk scale, 140 
Rimini formaldehyde test, 881 
Ritsert acetanilide tests, 926 
Ritthausen milk proteins method, 132 
Robin acid color test, 844 
gelatin method, toot 
Roese-Gottlieb fat method, 193 
Roeser mustard oil method, 473 
Rohrig tube, 194 
Roi and Kohler peroxidase test, 173 
Rolled oats, 371 
wheat, 371 
Romijn formaldehyde method, 883 
Roos wine ratio, 723 
Root beer, 1013 
Ropy. milk, 117 
Roquefort cheese, 197 
Rose, attar of, 953 
bengale, 815, 850, 856, 872 
3 B, 850, 856, 872 
extract, 953 
rose oil in, 953 
standards, 953 
Rosin oil, 548 
Rosindulin 2 G, 855, 871 
Rosolic acid, 856, 872 
Rota color scheme, 827 
Rubner’s fuel value factors, 40 
Riihle-Brummer saponin method, tors 
Rum, 774 
composition of, 774 
essence, 775 
methods of analysis, 777 
new, 775 
standards, 774 
Rye ash of, 310 
composition of, 280, 281 
microscopy of, 316 
proteins of, 309 
starch, 290 
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Saccharimeter, 601 
double wedge, 604 
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Saccharimeter, forms of, 606 
normal weights for, 606 
scales compared, 606 
single wedge, 602 
Soleil-Ventzke, 601 
triple field, 604 
Saccharimetry, 600 
Saccharin, 905 
detection of, 906 
determination of, 907 
Saccharine products, 586 
Safflower, 819, 823 
Safiron, 815, 819, 822, 848 
Saffrosin, 856, 872 
Safranin, 815, 830, 852, 857, 873 
Sago, 291 
Saleratus, 348 
Salicylic acid, 887 
detection of, 888 
determination of, 890 
in butter, 561 
meat, 216 
milk, 167 
Salmin, 32 
Salted meats, 215 
Sample, preparation, 43 
Sanatogen, 204 
Sanger arsenic method, 64 
Black-Gutzeit method, 65 — 
Sanose, 204 
Saponification, 487, 503 
Saponin, 1014, 1015 
detection, 1015 
Sarcolemma, 215 
Sarsaparilla, ro13 
Sausages, color in, 222 
composition of, 220 
methods of analysis. 
starch in, 221 
Sauterne wine, 714, 715, 717 
Savory extract standards, 950 
oil, standards, 950 
Sawdust, 466 
Scarlet G R, 855, 871 
Schardinger aldehyde reductase test, 174 
Schenk beer, 739 
Schiedam schnapps, 776 
Schiff aldehyde test, 882 
Schindler acidity method, 338 
Schlegel color method, 367 


See Meat. 
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Schmidt saccharin test, 907 
Schreiner colorimeter, 66 
Schultze reagent, 80 
Sclerenchyma, 74 
Scovell sampling tube, 118 
Sealed samples, 6, 145 
Seeker ginger method, 952 
Semolina, 363, 364 
Separatory funnel support, 58 
Seralbumin, 30 
Sericin, 31 
Serine, 35 
Sesame oil, 537 
adulteration of, 538 
composition of, 538 
constants, 528, 529, 538 
methods of analysis, 538. See 
also Oils. 
Baudouin test, 538 
Tocher test, 538 
Villavecchia and Fa- 
bris test, 538 
standards, 538 
seeds, 537 
Settimi soy oil test, 546 
Shannon formic acid method, 899 
Sherry wine, 714, 715, 717, 718 
Short cheese fat method, 205 
Shorts, wheat, 320 
Shredded wheat, 371 
Sieve tubes, 76 
Silent spirit, 763 
Sinabaldi asaprol method, 904 
Sinalbin, 47 
mustard oil, 470 
Sinapin thiocyanate, 469 
Sinigrin, 470 
Sinks, 15 
Sitosterol, 542 
Smith and Bartlett tin method, 975 
Smoked meats, 215 
Snell electrical conductivity value, 661 
MacFarlane and Van Zoeren lead 
number, 659 
“ Soaked ” goods, 970 
Soap-bark, to14 
Soda, cherry, 1013 
determination of, 313, 361 
lemon, ro12, 1013 
orange, Ior2, 1013 
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Soda, raspberry, 1012, 1013 
strawberry, 1012, 1013 
vanilla, 1012, 1013 
water, IOII 
syrups, 1012 
Sodium benzoate, 890 _.—__— 
bicarbonate, 348 
methods of analysis, 352 
bisulphate, 896 
carbonate, in milk, 166, 170 
hydroxide, tenth-normal solution, 24 
salicylate, 887 
Soja bean meal, 375 
Soleil-Ventzke saccharimeter, 601 
Solid yellow, 829 
Soluble blue, 854, 869 
Sorbose, 37 
Sorghum, 695 
Sostegni and Carpentieri dyeing test, 842 
Sour milk, 172 
Souring of milk, 116 
Soxhlet extractor, 52 
lactose method, 137, 139 
Soy oil, 528, 528, 545 
Spaghetti, 364. See also Pastes, edible. 
Sparkling wine, 714, 715, 717, 720 
Spearmint, extract, 949 
standards, 949 
oil, 949 
Specific gravity bottle, 45 
of beeswax, 675 
liquids, 43 
liquors, 686 
milk, 118 
serum, I51, 152 
temperature correc- 
tion for, 120 
oils, 490 
vinegar, 795 
rotatory power, 607 
Spent tea leaves, 388 
Spice extracts, 949 
Spices, 422 
adulterants of, 422, 427 
methods of analysis, 422 
alcohol extract, 424 
ash, 423 
crude fiber, 425 
ether extract, 424 
lime, 424 
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Spices, methods of analysis, 
~ moisture, 423 
starch, 425 
sulphuric acid, 424 
volatile oil, 425 
microscopy of, 426 
Spiral ducts, 76 
Spirit vinegar, 788, 794 
Spirits, cologne, 763 
distilled, 763 
neutral, 763, 767, 768 
silent, 763 
standards, 763 
velvet, 763 
Spoon test for butter, 572 
Sprengel tube, 48 
Springers, 960 
Squash, composition of, 282 
Stachyose, 37 
Stahlschmidt caffeine method, 387 
Standard for allspice, 438 
almond extract, 943 
oil, 943 
anise extract, 949 
oil, 950 
beer, 742 
brandy, 772 
butter, 556 
cassia, 482 
extract, 950 
oil, 950 
cayenne, 460 
celery seed extract, 950 
oil, 950 
cheese, 198 
cinnamon, 442 
extract, 950 
oil, 950 
clove extract, 950 
oil, 950 
cloves, 432 
cocoa, 417 
cream, 186 
foods, 4 
fruit butter, 986 
ginger, 466 
extract, g50 
ice cream, 191 
ketchups, 977 
lard, 579 
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Standard for lemon extract, 927 Starch, 38, 76, 288 
oil, 928 arrowroot, 291 
mace, 484 barley, 290 
maple products, 594 bean, 291 
meat extracts, 252 buckwheat, 290 
meats, 213 classification of, 289 
milk, 145 corn, 290 
mince meat, 987 detection of, 288, 991 
molasses, 651 determination of, 292, 305 
mustard, 476 by acid conversion, 392 
nutmeg, 482 diastase method, 292 
extract, 950 in baking powder, 360 
oil, 950 cereals, 292, 305 
olive oil, 531, 532 ; jams and jellies, 99 
orange extract, 941 milk, 171 
oil, 941 sausages, 240 
pepper, 449 spices, 425 
peppermint extract, 949 oat, 201 
oil, 949 pea, 291 
renovated butter, 563 potato, 291 
rose extract, 953 rice, 291 
oil, 953 rye, 290 
rum, 774 sago, 291 
savory extract, 950 syrup, 598 
oil, 950 tapioca, 291 
sesame oil, 538 under polarized light, 292 - 
spearmint extract, 949 wheat, 289 
oil, 949 Stearic acid, 29, 487 
staranise extract, 950 Stearin, beef, 582 
oil, 950 cottonseed, 536 
starch sugar, 596 lard, 579 
sugars, 587, 596, 594 Sterilized butter, 563 
sweet hasil extract, 950 Still, alcohol, 688, 689 
oil, 950 fractionating, 56 
marjoram extract, 950 nitrogen, 60, 62 
oil, 951 water, 20 
thyme extract, 951 wine, 714 
oil, 951 Stilton cheese, 197 
tonka extract, 917 Stone carbohydrate separation method, 304. 
vanilla extract, 917 Stout, 740, 743. See also Beer. 
vinegar, 803 Strawberry’soda, 1012, 1013 
wintergreen extract, 947 Strawberries, composition of, 283 
oil, 947 Strippings, 113 
wine, 716 Stutzer gelatin method, 228 
whiskey, 766 Suberin, 76 
Standard solutions, equivalents of, 25, 26 Sucrate of lime, 187, 189 
refractometric readings | Sucrose. See Cane sugar. 
of, 106 Suction pump, 18 


Staranise extract, standards, 950 | Sudan, I, 815, 829, 849, 858, 875 
oil, standards, 950 II, 852, 858, 875 


1086 
Sudan, ITI, 852, 858, 875 
IV, 858, 875 
G, 849 
Suet, 550 
Sugar, 586. See also Cane sugar. 
beet, 590 
brown, 589 
cane, 588 


classification of, 586 
composition of, 589 
determination by copper reduction, 
614 
grape. See Dextrose. 
in fruits, 587 
jams, 987 
maple. See Maple syrup. 
muscovado, 589 
raw, 5890 
refining, 591 
standards, 587, 504, 596 
ultramarine in, 591, 613 
Sulphur, determination of, 313 
Sulphuric acid determination, 313, 362 
in baking chemicals, 362 
vinegar, 748 
Sulphuring, 591, 896 
of fruits, 1003 
Sulphurous acid, 896 
_ detection of, 897 
determination of, 897 
in butter, 562 
meat, 216, 238 
Sumac, 819, 823 
Sun yellow, 854, 868 
Sunflower oil, 547 
seeds, 547 
Sweet basil extract, standards, 950 
oil, standards, 950 
marjoram extract, standards, 950 
oil, standards, 951 
wine, 714, 715, 717, 718, 719 
Sweeteners, artificial, 905 
Swells, 960 
Swiss cheese, 197 
Sy lead method, 660 
Syrup, analysis of, 642 
ashing of, 609 
corn. See Glucose. 
golden, sor 


drip, 591 
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Syrup, maple. See Maple syrup. 
mixing. See Glucose. 
sorghum, 596 
starch. See Glucose. 

Syrups, fruit, 1010 

soda water, Ior2 


Tallow, 550 
Tannin in cloves, 429 
tea, 379 
wine, 716 
Tapioca, 291 
Tartaric acid, 38 
in baking powder, 349, 356 
fruit products, 1008 
Tartrate baking powders, 349 
Tartrazin, 826, 833, 834, 837, 847, 854, 860 
Mattes 74. 
Tea, 378 
acidity, 1035 
adulteration of, 387 
ash, 381, 382 
astringents in, 390 
caffeine in, 379, 380, 381, 385 
composition of, 379, 380, 381 
exhausted leaves in, 388 
facing of, 387 
foreign leaves in, 388 
leaf, characteristics of, 389 
methods of analysis, 381 
acidity, 1035 
ash, 382 
alkalinity of, 382 
astringents, 390 
caffeine, 386 
crude fiber, 381 
essential oils, 382 _ 
ether extract, 381 
extract, 383 
facing, 387 
insoluble leaf, 382 
protein, 382 
tannin, 383 
theine, 385 
water, 381 
microscopy of, 391 
spent leaves in, 388 
stems in, 389 
tablets, 390 
tannin in, 379, 383 
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Tea, theine in, 386 
Teller protein separation method, 307 
Tetracyanol S F. See Patent blue. 
Tetrasaccharides, 37 
Tetroses, 36 
Theobromine, 35, 410 
determination of, 413 
Thioflavin T, 857, 873 
Thompson boric acid method, 886 
Thyme extract, standards, 951 
oil, standards, 951 
Tin, action of fruits and vegetables on, 96x 
963, 964 
coating, influence of different weights, 
964 
determination of, 972, 973, 974 
salts in molasses, 651, 655 
Tintometer, Lovibond, 67 
Titer test, 518 
Tocher sesame oil test, 538 
Tomato ketchup. See Ketchup. 
Tomatoes, composition of, 282 
Tonka bean, 917 
tincture, 917 
Trehalose, 37 
Trillat methyl alcohol test, 782 
Trioses, 36 
Trisaccharides, 37 
Tropzolin O. See Resorsin yellow. 
Tryptophane, 35 ; 
Turmeric, 467, 815, 819, 821, 823, 849 
as an adulterant, 469 
composition, 468 
curcmuin in, 467 
in butter, 557 
methods of analysis. 
microscopy of, 468 
tests for, 821 
Turnips, composition of, 282° 
Tyrosine, 35 


See Spices. 


Ulrich cocoa-red method, 417 
Ultramarine blue, 816 
in sugar, 591, 613 
tea, 387 
Uno beer, 746 
Unsaponifiable matter, 520 
Uranin, 856, 872 


Vacuoles in yeast cells, 347 
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Valine, 35 
Van Slyke protein formula, 140 
separation method in 
cheese, 200 
in milk, 133 
Vanilla bean, 911, 912 
exhausted, 913 
extract, QII 
acetanilide in, 
926 
adulteration of, 917 
alkali in, 914 
artificial, 918 
color value of, 915, 926 
composition of, 912, 914, 
915, 916 
coumarin in, 917, 920, 923, 
924 
glycerol in, 913, 926 
lead number of, 915, 925 
methods of analysis, 919 
acetanilide, 925, 926 
acidity, 927 
alcohol, 926 
ash, 927 
caramel, 926 
coumarin, 920, 923, 924 
glycerol, 926 
lead number, 925 
resins, 919 
sugars, 926 
vanillin, 920, 922, 924 
preparation of, 913 
prune juice in, 918 
resins in, 919 
standards, 917 
tannin in, 920 
tonka in, 917 
vanillin in, 913, 915, 920, 
922, 924 
soda, IoI2, 1013 
Vanillin, 913 
determination, 920, 922, 924 
microscopical structure, 924 
Vaporimeter, 704 
Veal, bob, 217 
composition of, 209 
cuts of, 209 
Vegetable colors. 


918, 925, 


See Colors, vegetable. 
in sausages, 241 
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Vegetables, 282 
ash of, 311 
canned, 957 


composition of, 282 
methods of proximate analysis 
of, 285 
Ventilation, 15 
Vermicelli, 364. See also Pastes, edible. 
Vessels, 76 
Victor Chemical Works lead method, 362 
Victoria yellow, 815, 8209, 847, 856, 872 
Villavecchia and Fabris sesame oil test, 538 
Vinegar, 788 
acidity of, 790, 796, 797; 798 
acids of, 796, 797 
adulterated, 809 
adulteration of, 803, 804 
alcohol in, 792, 797 
apple, 803 
ash of, 790, 791, 792, 793, 794, 795, 
806 
beer, 792 
caramel in, 810 
cider, 790, 803 
artificial, 805 
generator, 7809, 791 
glycerol in, 791, 801 
composition of, 790, 791, 792, 793, 
794, 806, 809 
distilled, 794, 804 
generators, 789 
glucose, 794, 804 
glycerol in, 791, 801 
grain, 804 
Hortvet number of, 799 
hydrochloric acid in, 798 
imitation, 774 
malt, 792, 804 
manufacture of, 789 
methods of analysis, 795 
acids, fixed, 797 
mineral, 797, 798 
total, 796 
volatile, 797 
alcohol, 797 
arsenic, 811 
ash, 795 
caramel, 810 
copper, 811 


INDEX. 


Vinegar, methods of analysis 
furfural, 810 
glycerol, 801 
hydrochloric acid, 798 
lead, 810 
acetate test, 809 
number, 799 
malic acid, 798 
metals, 810 
nitrogen, 796 
pentosans, 801 
phosphoric acid, 795 
potassium acid tartrate, 800 
reducing matters, 801 
solids, 795 
specific gravity, 795 
sugar, 800 
sulphuric acid, 798 
zinc, 810 
molasses, 794, 806 
phosphoric acid in, 790, 792, 793, 
795 
polarization of, 790, 800, 806, 807, 
808, 809 
reducing matter in, 790, 801, 806 
residue of, 805 
specific gravity of, 792, 793, 704 
795 
spices in, 810 
spirit, 794, 804, 806 
standards, 803 
sugar, 804 
sugars in, 790, 792, 800, 807 
tartrate in, 800 
varieties of, 788 
wine, 792, 804 
wood, 795, 810 
Vinous fermentation, 682 
Violamin R, 831, 855, 872 
Viscogen, 187 
Viscosity of cream, 187 
oils, 492 
Vitafer, 204 
Vitellin, 32, 271 
Vitellose, 33 


Waage Bombay mace test, 485 
Walnut ketchup, 977 

Walnuts, composition of, 284 
Water-bath, 19 


INDEX, 


Water glass, 273 
Waterhouse butter test, 573 
Watermelons, composition of, 283 
Weiss beer, 740 
Weld, 819, 823, 848 
Wendt hydrogen electrode apparatus, 1025 
Werner-Schmidt fat method for cheese, 200 
milk, 126 
West benzoic acid method, 895 
Westphal balance, 44 
Wheat, 280, 281 
ash of, 310 
composition of, 280, 281, 320 
microscopy of, 315 
proteins of, 305-309 
shredded, 371 
starch, 289 
Whiskey, 764. See also Distilled liquors 
adulteration of, 770 
aging of, 764 
American, 767 
blended, 766 
Bourbon, 766, 768, 769 
British, 767 
composition of, 767 
corn, 766 
imitation, 771 
Trish, 767 
manufacture of, 764 
methods of analysis, 777 
rye, 766, 768, 769 
Scotch, 766 
standards, 765, 766 
Wichmann coumarin test, 923 
Wijs iodine absorption method, 509 
Wild saccharimeter, 606 
Wiley bromine pipette, 512 
and Ewell double 
method, 136, 650 
Wilkinson and Peters test for peroxidase, 173 
Wine, 713 
acetal in, 716 
acetaldehyde in, 716 
adulteration of, 720 
alum in, 725 
ameliorated, 720 
arsenic in, 716 
boric acid in, 716 
Burgundy, 714, 715, 717 
butyric acid in, 716 


dilution sugar 
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Wine, California, 718 
cane sugar in, 721 
Cazeneuve color method, 736, 737 
chaptalizing, 721 
chianti, 714, 715, 717 
citric acid in, 716 
claret, 714, 715, 717 
classification of, 714 
colors in, 725, 736, 737 
composition of, 717, 718 
constituents, 715 
copper in, 716 
corrected, 720 
dealcoholized, 714 
Oly, 724, 715 727 
Dupré color method, 736 
ethers in, 716 
fortified, 714, 719, 723 
fruit other than grape, 725 
furfural in, 716 
gallizing, 722 
Gautier’s rule, 722 
glycerol, 716, 734 
Halphen ratio, 723 
hexamethylene tetraamine in, 725 
hock, 715 
inosite in, 716 
lactic acid in, 716 
Madeira, 714, 715, 717 
malic acid in, 716 
manganese in, 716 
mannite in, 716 
manufacture of, 713 
methods of analysis, 726 
acids, total, 726 
volatile, 726 
alcohol, 726 
ash, 726 
colors, 736 
cream of tartar, 732 
extract, 726 
glycerol, 734 
lactic acid, 732 
nitrates, 735 
potassium sulphate, 735 
preservatives, 736- 
reducing sugars, 734 
sodium chloride, 735 
specific gravity, 726 
tannin, 735 
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Wine, methods of analysis Winton, Ogden, and Mitchell alcohol extract 


tartaric acid, free, 731, 732 
total, 731 

methyl pentoses in, 716 
modified, 720 
Moselle, 714, 715, 717 
natural, 714 
nitrates in, 723, 735 
cenocyanin in, 713, 716 
oxalic acid in, 716 
pentoses in, 716 
phosphoric acid in, 716 
piquette, 724 
plastering, 721 
polarization of, 734 
pomace, 724 
port, 714, 715, 717 
potassium sulphate in, 716, 735 
preservatives in, 725, 736 
proprionic acid in, 716 
quercetin in, 716 
red, 714, 715, 719 
reducing sugar in, 716, 734. 
resin, 720, 725 
Rhine, 714, 715, 717 
Roos ratio, 723 
salicylic acid in, 716 
sauterne, 714, 715, 717 
scheelizing, 725 
sherry, 714, 715, 717 
sodium chloride in, 725, 735 
sparkling, 714, 715, 720 
standards, 716 
still, 714 
succinic acid in, 716 
sweet, 714, 715, 717 
tannin in, 716, 735 
tartaric acid in, 716, 731, 732 
Tokay, 715, 717 
varieties of; 714 
vinegar, 788, 792 
watering of, 722 
white, 714, 715, 719 
yeast of, 713 


method, 424 
insoluble _ leaf 
method, 382 
piperine meth- 
od, 447 
Wolfbauer titer test method, 518 
Wollny milk fat refractometer, 86, 126 
.tables for using, 128 
table for converting Woll- 
ny degrees into mp, 138 
Wood vinegar, 795, 810 
Woodman and Burwell formic acid test, 899 
Davis benzaldehyde method, 
988 
Taylor caffetannic acid meth- 
od, 396 
Wool, double dyeing method with, 818, 821, 
842 
dyeing of, 841 
for color tests, 841 
green S, 854, 868 
vegetable colors on, 818, 821 
Wormy fruit, 1004 


Xanthine, 35, 205 
Xantho-proteic reaction, 34 
Xylan, 38 

Xylose, 36 


Yeast, 343 
adulteration of, 346 
composition of, 345 
compressed, 344. 
dry, 344 
extracts, 252 
in cider, 707 
wine, 713 
leavening power, determination of, 
347 
microscopy of, 346 
standard, 346 
starch in, 346 
Yellow colors, 815, 847 
fat color, 858, 875 


Wintergreen extract, 947 
; adulteration of, 947 
wintergreen oil in, 947 Zega oleomargarine test, 576 
oil of, 947 Zein, 31, 3009 
Winton lead number, 658, 799, 925 Zinc salts, 966, 1004 
moisture apparatus, 50 determination of, 973 


Yogurt, 174 


PLATE I. 


CEREALS. 


Fic. 121.—Barley, 110. iG 122, Batley arse 


Transverse section, showing in order, pericarp, Surface view of epidermis with hairs. 
seed coats, aleurone layer, and starch cells. 


Fic. 123.—Barley, 125. Fic. 124.—Barley Starch, 220. 
Surface view of upper chaff layer. 


PLATE IL 


CEREALS. 


Fic. 12 s.—Buckwheat, XGLLO: Fic. 126.—Buckwheat, 110. 


Transverse section through part of pericarp, seed Surface view of scutellum. 
coat, and part of endosperm. 


iN 


Fic. 127.—Buckwheat, X 110. Fic. 128.—Buckwheat Starch, X 220. 
Surface section. Aleurone or proteid layer. Starch granules separated. 
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PLATE III. 


CEREALS. 


Fic. 129.—Buckwheat Starch, 110. Fic. 130.—Corn, X 110. 

, Starch grains in masses. Transverse section through pericarp, seed coat, 
proteid layer, and part of endosperm, showing 
starch cells. 


Fic. 132.—Corn, X 110. 
is Surface view showing two layers of the mesocarp. Surface section. Proteid layer. 


PLATE IV. 


CEREALS. 


Fic. 133.—Corn Starch, X 220. Fic. 134.—Corn Starch, X 220. 
With polarized light. 


Fic. 135.—Oat, XTII0. Fic. 136.—Oat, 110. 


Transverse section through chaff. Surface section. Proteid layer with fragments of 
epidermis and hairs. 
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PLATE V. 


CEREALS. 


r 


Fic. 137.—Oat, X1I0. Gr 3S: Oatwe <5 5 
Surface view of upper chaff layer. Surface view of epidermis and hairs. 


Fic. 139.—Oat Starch, X 220. Fic. 140.—Rice, X 110 


Transverse section through seed coat and part of 
endosperm. 


PLATE RVI; 


CEREALS. 


Fic. 142.—Rice, X 110. 


Surface 


Fic. 141.—Rice, 110. 


Surface section 


f upper chaff layer. 


view O 


through starch cells. 


Fic. 144.—Rye, X18 


Transverse section through the ent 


Fic. 143.—Rice Starch, X 220. 


ire grain. 


PLATE VII. 


CEREALS. 


ying layers. 
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Fic. 146. 
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Surface view o 


d coat, 


ricarp, see 
and starch cells of endosperm. 
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Fic. 145.—Rye 


Transverse section 
aleurone layer 


Fic. 148.—Rye Starch, X 220. 


d of seed coat. 
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PLATE VIII, 


CEREALS. 


Fic. 150.—Wheat, 110. 


Transverse section through pericarp, seed coat, Surface view of outer and inner epidermis Also 
proteid layer, and starch cells of endosperm. showing proteid layer. 


Fic. 151.—Wheat, X 110. Fic. 152.—Wheat Starch, X 220. 
Surface view of epidermis, with hairs. 
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PLATE IX. 


LEGUMES. 


Fic. 153.—Bean, X 110. 
Transverse section through starch cells. 


Fic. 154.—Bean Starch, X 220. 


Fic. 156.—Lentil, 110. 


ansverse section through hull, showing palisade Transverse section through hull and part of endo- 
cells of epidermis, and underlying hypoderma. sperm, showing some of the starch cells. 


Fic. 155.—Bean, X 110. 
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PLATE X. 


LEGUMES. 


4 

} Fic. 157.—Lentil, 110. Fic. 158.—Pea, X110. 

7 Surface view of epidermis. Transverse section through hull and seed coat, 
showing outer palisade cells and underlying 

! hypoderma. 
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Fic. 159.—Pea, X 110. Fic. 160.—Pea, 110. 
Surface section through base of palisade layer. Powdered pea hulls. 


Fic. 161.—Pea, XIIo. 
Surface view of palisade cells. 


Fic. 163.—Pea, X30. 
Transverse section through starch cells. 


PLATE XI. 


LEGUMES. 


Fic. 162.—Pea, Xtr10. 
Transverse section through starch cells. 


Fic. 164.—Pea Starch, X 220. 


PLATE XII. 


MISCELLANEOUS STARCHES. 


Fic. 165.—Potato Starch, X 220. Fic. 166.—Potato Starch, X 220. 
With polarized light. 


Fic. 167.—Arrowroot Starch, X 220. Fic. 168.—Tapioca Starch, X 220, 
(Cassava.) 
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PA TEST 


TURMERIC. SAGO. 


Fic. 169.—Turmeric, 70. Fic. 170.—Turmeric, 110. 


Transverse section through rhizome. Longitudinal section. Note spiral ducts through 
the center. 


ee: 


Fic. 171.—Powdered Turmeric, IIo. Fic. 172.—Sago Starch, X 220. 


Showing starch grains, fragments of cell tissue, 
coloring =natter, etc. 


PLATE XIV. 


COFFEE: 


Fic. 173.—Raw Coffee, X 110. Fic. 174.—Roasted Coffee, 130. 
Transverse section of outer portion of endosperm. ‘Transverse section through parenchyma of endo- 
sperm. 


Fic. 175.—Coffee, X 110. Fic. 176.—Coffee, 110. 


Surface view of seed coat. Roasted, ground coffee, showing fragments of 
endosperm parenchyma and of seed coat. 


am Deere Y 
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PLATE XV. 


COFFEE. CHICORY. 


Cre Os. 


Fic. 177.—Adulterated Coffee, < 130. Fic. 178.—Adulterated Coffee, x 130. 


Dark masses of roasted pea starch are shown, ‘The vascular ducts of chicory show most con- 
with transparent fragments of the palisade spicuously in this field. 


cells of the pea-hull. 


Fic. 179.—Chicory, X25. Fic. 180.—Chicory, X 110. 
Transverse section through the root. ‘Transverse section. 
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PLATE XVI. 


CHICOR Ves sGOCOA: 


Fic. 181.—Chicory, 110. Fic. 182.—Chicory, X 110 


Tangential section, showing reticulated ducts and Radial section, showing bark parenchyma and 
wood parenchyma. milk ducts. 


Fic. 183.—Chicory, X 110. Fic. 184.—Cocoa, 110. 
Roasted and ground, showing fragments of Transverse section through periphery of seed, 
ducts and other tissues. seed coats, and cotyledon. 
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PLATE XVII. 


COCOA: 


Frc. 185.—Powdered Cocoa, XII0. Fic. 186.—Adulterated Cocoa, X I10. 
Showing admixture of arrowroot with the cocoa 
powder. 


Fic 187.—Cocoa Shell, tro. Fic. 188.—Cocoa Shell, X 110. 


Transverse section through epidermis, pulp, and Longitudinal section through sheil. 
mucilaginous layers of the pericarp and seed 
coat. 
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PLATE XVIII. 


TEA; SPICES. 


WIGs 530s Lied, 55; Fic. 190.—Tea, X 110. 


Transverse section through midrib of leaf. Note Surface view of lower epidermis, with stomata and 
the palisade layer below the upper epidermis, one of the hairs. 


the inner wood vessels above the center, and 
the parenchyma of the pulp. 


Fic. 191.—Allspice, <9. Fic. 192.—Allspice, X 70. 
Transverse section through the entire berry, show- Transverse section through pericarp, showing oil 
ing the two cells, with kidney shaped seed in spaces and stone cells. 


each. 


PLATE XIX 


SPICES: 


: Fic. 193.—Allspice Seed, X 110. Fic. 194.—Allspice Seed, 110. 
Transverse section through seed shell and part of ‘Transverse section through the resinous portion of 
embryo, showing starch cells. the seed coat, showing port wine colored lumps 


of gum or resin. 


: Fic. 195.—Powdered Allspice, X 110. Fic. 196.—Adulterated Allspice, X 110. 


Showing stone cells, resinous lumps, and starch. Showing a large fragment of the seed skin of 
: cayenne at the left. 


PLATE XX, 


SPICES. 


Fic. 198.—Cassia Bark, X45. 
Transverse section through the bark. Longitudinal section. 


Fic. 199.—Cassia Bark, 110. Fic. 200.—Cassia Bark, X110. 
Transverse section, showing cork cells, parenchy- Longitudinal section, showing bunches of bast 
ma, and stone cells. fibers at the left, starch cells in the center, and 


stone cells at the right. 


PLATE XXL 


SPICES. 


Fic. 201.—Ceylon Cinnamon Bark, X 1ro. Fic. 202.—Ceylon Cinnamon Bark, X11ro. 
Transverse section, showing many bast fibers and Longitudinal section, showing bast fibers, stone 
starch cells. cells, and parenchyma. 


Fic. 203.—Powdered Cassia, X 110. Fic. 2c4.—Powdered Cassia, X 110. 
Showing stone cells, starch, and corky tissue. Showing bast fibers and starch. 


PLATE XXII, 


SPICES. 


Fic. 205.—Powdered Cassia, IIo. Fic. 206.—Adulterated Cassia, 110. 
Showing large bast fiber and starch grains. A mass of foreign bark. 


Fic. 207.—Cayenne, X IIo. Fic. 208.—Cayenne, XII0. 
Transverse section through pericarp. Transverse section through seed coat and part of 
endosperm. Collapsed parenchyma cells sepa- 
rate endosperm from long epidermal cells. 


Fic. 209.—Cayenne, Xtrto. 
Surface view of fruit epidermis. 


Fic. 211.—Powdered Cayenne, 110. 
A large mass of fruit epidermis. 


PLATE XXIII. 


SPICES. 


Fic. 210.—Cayenne, X1I0. 
Surface view of two layers of seed coat. 


Fic. 212.—Powdered Cayenne, Xr1Oo. 
Showing chiefly two of the seed coat layers. 


PLATE XXIV. 


SPICES. 


Fic. 213.—Adulterated Cayenne, X 130. Fic. 214.—Adulterated Cayenne, X214. 


Corn and wheat starch and cocoanut shells appear The central mass is ground red wood, surrounded 
chiefly. A bit of cayenne is shown at the right. by corn starch grains. 


Fic. 215.—Clove, X65. ; Fic. 216.—Clove, X 110. 
Transverse section from the center outward to Transverse section near epidermis, showing large 
epidermis, showing parenchyma. _ oil cavities. 


PLATE XXV. 


SPICES. 


Fic. 217.—Clove, X 28. Fic. 218.—Clove, X70. 
Longitudinal section through entire clove. Central longitudinal section, showing duct bundles. 


: Fic. 219.—Clove, X 110. Fic. 220.—Powdered Cloves, X 130. 
| Surface view of epidermis. Dense, spongy tissue, with small oil drops. 


PLATE XXVI, 


SPICES. 


Fic. 221.—Clove Stem, 70. Fic. 222.—Clove Stem, X25. 
Transverse section through outer part of stem, Central longitudinal section through entire stem, 
showing bast fibers at the left, parenchyma in showing bast fibers in the center, and stone cells 
the center, and stone cells near the epidermis. at the right. 


4 Fic. 223.—Clove Stem, X70. Fic. 224.—Powdered Clove Stems, X 110. 


Longitudinal section, showing the stone cells. Showing fragments of tissues, stone cells, and bast 
fibers. 
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PLATE XXVII. 


SPICES. 


~ ‘ 


~ 


Fic. 225.—Powdered Clove Stems, 110. Fic. 226.—Adulterated Cloves, X 130. 
Showing bundle of bast fibers. Showing chiefly stone cells of cocoanut shells. 


Fic. 227.—Adulterated Cloves, X130. Fic. 228.—Ginger, X 110. 


i i of cocoanut shells. Transverse section, showing starch cells with 
With large admixture Kanes 


PLATE XXVuiI. 


SPICES: 


Fic. 229.—Ginger, X IIo. Fic. 230.—Ginger, 110. 
Transverse section, showing parenchyma, starch Longitudinal section, showing spiral ducts and 
grains, and duct vessels. pigment cells. 


Fic. 231.—Ginger Starch, 220. Fic. 232.—Adulterated Ginger, X 130. 
A mass of wheat bran tissue is most conspicuous. 


PLATE XXIX, 


SPICES. 


Fic. 233.—Adulterated Ginger, X 130. Fic. 234.—Adulterated Ginger, 130. 
The central dark mass is a yellow fragment of Containing a large admixture of corn and wheat 
turmeric. starches. 


: 

| 

Fic. 235.—Penang Mace, XTIIo. Fic. 236.—Bombay or Wild Mace, Xtr1o. 

_ Transverse section through epidermis and oil cells, ‘Transverse section through outer layers, showing 
showing also parenchyma with contents of yellow and red resinous lumps. 


amylodextrin. 


SPICES. 


Fic. 237.—Nutmeg, X 110. 


Transverse section through the exterior and in- 
terior teguments of the seed and part of the 
endosperm, showing starch cells. 


Fic 239.—Nutmeg, X1IIo. 


Surface view of seed coat, showing also portions of 
underlying tissues. 


PLATE XXX. 


FIG. 238.—-Nutmeg, ><2'5. 
Transverse section near exterior of seed. 


Fic. 240.—Powdered Nutmeg, X 110. 


PLATE XXXII, 


SPICES. 


43. 


Fic. 241.—White Mustard, X rto. Fic. 242.—White Mustard, sé r10. 
Transverse section through mucilaginous epider- ‘Transverse section through the tissue of the 
mis, sub-epidermal parenchyma layer (square radicle. 


cells), palisade cells, and broken parenchyma 
layer of the hull. 


Frc. 243.—White Mustard tro Fic. 244.—White Mustard, X11o. 


Surface view of two layers of the hull or seed coat. Surface section through palisade cells and under- 
: lying layer of the seed coat. 


PLATE XXXII. 


SPICES. 


Fic. 245.—Black Mustard, X1r10. Fic. 246.—Black Mustard, X11o. 


Transverse section, showing fragments of the epi- Surface view of two of the seed coat layers. 
dermis and dark colored palisade cells of the 
seed coat. 


ge aaa 
Fic. 247.—Ground Mustard, X 130. Fic. 248.—Ground Mustard Hulls, X 110. 
Ground without removal of the oil. : 


PLATE XXXIII. 


SPICES: 


Fic. 249.—Dakota Mustard Flour, X 110. Fic. 250.—Adulterated Mustard Flour, < 130. 


Dark spots show starch grains of foreign weed Showing masses of wheat starch. 
seed, stained with iodine. 


BiG. 254.—-Pepper, X1io. Fic. 252.—Pepper, X 110. 


Transverse section through inner part of pericarp Surface view of hypodermal layer. 
(including parenchyma and seed coat layers) and 
portion of perisperm, showing starch and oil 


cells, 
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PLATE XXXIV. 


SPICES. 


of 
} 
¢ 


BiGs253:-_L-epper, X 110: Fic. 254.—Pepper, X 110. 
Surface section through stone cell layer 


Transverse section through outer part of pericarp, 
showing epidermis, underlying stone cell layers, 


parenchyma, and seed coat. 


Fic. 255.—Pepper Starch, X 220. Fic. 256.—Pepper Starch, 110. 
Starch granules separated. Starch grains in masses. 
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PLATE XXXV. 


SPICES. 


Fic. 257——Ground Pepper Shells,  rro. Fic. 258.—Adulterated Pepper, X 130. 
Mainly showing stone cells. Showing wheat and buckwheat starches. 


Eis 


Fic. 259.—Adulterated Pepper, X 130. Fic. 260.—Adulterated Pepper, X 130. 


Showing wheat, corn, and rice starches. The large, lower mass shows buckwheat starch, 
while the finer-grained mass near the top is of 


pepper. 


PLATE XXXVI, 


SPICES. SPICE ADULTERANTS. 


Fic. 261.—Adulterated Pepper, 110. Fic. 262.—Adulterated Pepper, X 130. 


The central mass shows the sclerenchyma cells of | Cayenne and wheat starch are the adulterants. 
olive stones. 


Fic. 263.—Powdered Olive Stones, X 110. Fic. 264.—Powdered Cocoanut Shells, X 110 


PLATE XXXVII. 


SPICE ADULTERANTS. 


SN 1 er oe 
i See 


Fic. 265.—Powdered Elm Bark, 110. Fic. 266.—Pine Sawdust, »~ 110. 
Finely ground. 


Fic. 267.—Pine Wood, X1rIo. Fic. 268.—Pine Wood, X 110. 
Transverse section. Radia: and tangentia. ~ections. 


PLATE XXXVIIL. 


EDIBLE FATS. 


Fic. 269.—Pure Butter, X25. 
With polarized light and selenite plate. 


Fic. 270.—Process or Renovated Butter, X25. Fic. 271.—Oleomargarine, x25. 
With polarized light and selenite plate. With polarized light and selenite plate. 


PLATE XX XIX: 


EDIBLE FATS. 


Fic. 272.—Lard Stearin, X 110. Fic. 273.—Lard Stearin, < 220. 
Leaf lard, crystallized from ether. Leaf lard, crystallized from ether. 


Fic. 274.—Lard Stearin, X 220. Fic. 275.—Lard Stearin, X 480. 
“Back” lard, crystallized from ether. “Back”? lard, crystallized from ether. 


ed yaa Bi ).G le 


EDIBLE FATS. 


Fic. 276.—Beef Stearin, X35. 
Crystallized from ether. 


Fic, 277.—Beef Stearin, X 110. fic. 278.—Beef Stearin, 220. 
Crystallized from ether. — Crystallized from ether. 
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